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ABSTRACT

Agilent 8890 GC System — Serial # US2246A074

Agilent 5977C GC/MSD — Serial # US2246MA10

Stringbean

The following documentation validates gas chromatograph / mass spectrometer
instrumentation acquisitioned from Agilent Technologies for analytical utilization in the Forensic
Chemistry Unit (FCU) of the Tennessee Bureau of Investigation Crime Laboratory in Nashville,
Tennessee. Method establishment with parametric consideration of system temperature (inlet,
GC oven ramping and duration, FID, transfer line, MS source, MS quad), columns (GC and MS),
pressure (inlet, column), flow rates (column, split/splitless, FID -- Hy, air and makeup gases), split
ratio, liners and autosample tower specifications and adjustments thereunto the
aforementioned inaugurates performance verification of Agilent 8890 GC System and 5977C
GC/MSD (each with manual and auto sampling injection designations) utilizing a variety of
controlled substance analytical standards ranging in molecular weight and resulting retention
time. Because this system is procedurally like GC/MS systems currently in use from Agilent
Technologies and validated within the FCU, analysis of analytical standards in the initial method
configuration guided subsequent manipulation of parameters to the final establishment of
method parameters verified as acceptable with performance data of total ion chromatograph,
spectral analysis of the mass spectrometer and chromatographic retention time of the flame
ionization detector (FID). Also, during the entire process, inlet maintenance, autotune (atune),
and analysis of the calibration standard mix (pethidine, cocaine and hydrocodone) for both GC
and MS were routinely performed to monitor and assess system functionality. The concluding
recommendation from the review of method parameters, functionality, data of specified
analytical standards for specified GC and MS (manual and autosample) methods is for this Agilent
8890 GC System and 5977C GC/MSD to be utilized for the analysis of controlled substances in the
Forensic Chemistry Unit.



VALIDATION OVERVIEW

Agilent 8890 GC System — Serial # US2246A074

Agilent 5977C GC/MSD — Serial # US2246MA10

Stringbean

The following documentation validates gas chromatograph / mass spectrometer
instrumentation acquisitioned from Agilent Technologies for analytical utilization in the Forensic
Chemistry Unit (FCU) of the Tennessee Bureau of Investigation Crime Laboratory in Nashville,
Tennessee. Method establishment with parametric consideration of system temperature (inlet,
GC oven ramping and duration, FID, transfer line, MS source, MS quad), columns (GC and MS),
pressure (inlet, column), flow rates (column, split/split less, FID -- H, air and makeup gases), split
ratio, liners and autosample tower specifications and adjustments thereunto the
aforementioned inaugurates performance verification of the Agilent 8890 GC System and 5977C
GC/MSD (each with manual and autosample injection designations), utilizing a variety of
controlled substance analytical standards ranging in molecular weight and resulting retention
time. Because this system is procedurally like GC/MS systems currently in use from Agilent
Technologies and validated within the FCU, analysis of analytical standards in the initial method
configuration guided subsequent manipulation of parameters to the final establishment of
method parameters verified as acceptable with performance data of total ion chromatograph,
spectral analysis of the mass spectrometer and chromatographic retention time of the flame
ionization detector (FID). Also, during the entire process, inlet maintenance, autotune (atune),
and analysis of calibration standard mix (pethidine, cocaine and hydrocodone) for both GC and
MS was routinely performed to monitor and assess system functionality. The concluding
recommendation from the review of method parameters, functionality, and data of analytical
standards for specified GC and MS (manual and auto sample) methods is that this Agilent 8390
GC System and 5977C GC/MSD, Stringbean, has been evaluated and is fit for use in the analysis
of all controlled substances in the Forensic Chemistry Unit.



INSTRUMENT AND COMPONENT SPECIFICATIONS

Agilent 8890 GC System — Serial # US2246A074

Agilent 5977C GC/MSD — Serial # US2246MA10

Stringbean

GAS CHROMATOGRAPH

Agilent 8890 GC System (G3540A)

Serial # US2246A074

MASS SPECTROMETER

Agilent 5977C GC/MSD (G7077C)

Serial # US2246MA10

AUTOSAMPLER TRAY

Agilent G4514A
Serial #R022387064

AUTOSAMPLER TOWERS

GC: Agilent G4513A
Serial #R022395026
MS: Agilent G4513A

Serial #R022425051

COLUMNS

GC: Agilent J&W HP-1MS

Part #190915-913, 15 meters, 0.320 mm diameter, 0.25 pm film thickness
MS: Agilent J&W HP-1IMS

Part #190915-602, 12.5 meters, 0.200 mm diameter, 0.33 um film thickness



COMPUTER OPERATING SYSTEM

Device specifications:

Model name HP Z2 SFF G5 Workstation

Device name Stringbean

Processor Intel ® Core ™ 1510500 CPU @ 3.10 GHz
Installed RAM 16.0 GB (15.8 GB usable)

Device ID S5C99EC53-E985-4BBA-8F6C-DOF421E87D9E
Product ID 00330-54006-01902-AA0EM

System type 64-bit operating system, x64-based

Windows Specifications:

Edition Windows 10 Pro
Version 22H2

Installed on 11/03/2022

OS build 19045.2728

Productivity tools:
Enhanced ChemStation
MSD ChemStation F.01.03.2365

Copyright 1989-2015 Agilent Technologies, Inc.

Agilent MassHunter Workstation
GC/MS Data Acquisition
Version 10.2.489

Copyright 2022 Agilent Technologies, Inc.



PURPOSE OF VALIDATION

Agilent 8890 GC System — Serial # US2246A074

Agilent 5977C GC/MSD — Serial # US2246MA10

Stringbean

Gas Chromatograph / Mass Spectrometry is critically relied upon within the Forensic Chemistry
Unit (FCU) for the analysis of controlled substances. Due to adulterants and multiple controlled
substances within samples, chromatographic methodology is a necessity for separation, isolation
and identification of these compounds. Historically, Agilent Technologies GC/MS systems have
been utilized in the FCU for the past twenty-two years with ChemStation software that is familiar
across each 6890/5973, 6890N/5973 inert, 6890N/5975, 7890A/5975C 7890B/5977B and
8890B/5977C GC/MS systems. Therefore, the purpose of this study is to establish method
parameters for both gas chromatograph and mass spectrometer utilizing manual injection and
autosample modes of analysis. The methods will then be tested for function and practicality by
injecting a variety of analytical standards to demonstrate detection at varying oven temperature
initial set points and duration with ramped and isothermal temperature end points.



TRAINING REQUIREMENTS

Agilent 8890 GC System — Serial # US2246A074

Agilent 5977C GC/MSD — Serial # US2246MA10

Stringbean

The Agilent 8890 GC System and Agilent 5977C GC/MSD performs in concert with ChemStation
and MassHunter engine and data analysis software consistent with that of Agilent’s 6890/5973,
6890N/5973, 6890N/5975, 7890A/5975C, 7890/5977B and 8890/5977C. Each analyst within the
Forensic Chemistry Unit has training and familiarity navigating this system; therefore, no special
training is necessary for utilizing this system for analytical casework.



VALIDATION PROCEDURE

Agilent 8890 GC System — Serial # US2246A074

Agilent 5977C GC/MSD — Serial # US2246MA10

Stringbean

Instrument Setup

The initial instrument setup and check-out procedure was performed by Agilent technical
representative Christian Randall. All electrical requirements and performance gases (helium,
hydrogen and air) were in place as specified prior to installation.

Maintenance

Throughout the validation procedure, regular inlet maintenance, autotunes, and analysis of
the GC/MS Calibration Standard Mix will be performed. Note: this will not necessarily be
performed on a weekly basis but in conjunction with time devoted to the development, testing
and establishment of the methods.

Establishing Method Parameters

Utilizing the ChemStation software, method construction begins with loading the system’s
default.m method and referencing established TBI FCU GC/MS methods to first construct
MSDRUGS100. From the MSDRUGS100 method, all parameters of the remaining methods will
be constructed, named and saved respective to MS, ASMS, GC, or ASGC designations.

Analytical Standards Analysis — The GC/MS Calibration Standard Mix of pethidine, cocaine and
hydrocodone will be analyzed on all methods constructed except MSDRUGS60.

Low Temperature Initial Set Points — The GC/IR Test Solution, THPFF4, and Testosterone Acetate
will be analyzed on all 60 and 100° C auto sample methods. THPFF4 will be analyzed on all 60 and
100° C manual methods. The GC/IR Test Solution will be analyzed on MSDRUGS60 and
Testosterone Acetate will be analyzed on GC100.




Higher Temperature Set Points — Buprenorphine, LSD, Testosterone Acetate and Testosterone
Benzoate will be analyzed on all 200° C auto sample methods. Buprenorphine and Testosterone
Acetate will be analyzed on all 200° C manual methods.

Isothermal Set Points — The GC/IR Test Solution will be analyzed on both GC150ISO and
ASGC150ISO methods. Testosterone Acetate and Testosterone Benzoate will be analyzed on all
280° C isothermal auto sample methods. Testosterone Acetate will be analyzed on all 280° C
isothermal manual methods.

Time Reduced Methods — The GC/IR Test Solution with be analyzed on both MS100TR and
ASMS100TR methods. No other standards analyzed apart from the GC/MS Calibration Standard
Mix will be analyzed on the MS200TR and ASMS200TR methods.

Time Extended Methods — The GC/IR Test Solution, Buprenorphine, LSD, THPFF4, Testosterone
Acetate and Testosterone Benzoate will be analyzed on the ASMSDRUGSTI method.
Buprenorphine, THPFF4, and Testosterone Acetate will be analyzed on the MSDRUGSTI method.
Testosterone Acetate will be analyzed on both GC280ISOTI and ASGC280ISOTI methods.
Testosterone Benzoate will be analyzed on the ASGC280ISOTI method.

Evaluation

Acquired data from the aforementioned methods will be considered in the establishment of
methods, ensuring detection, chromatographic quality, total ion chromatograph and ion
abundance as well as baseline separation of standard mixtures such as the GC/IR Test Solution
(amphetamine, methamphetamine and phentermine) and heroin and fentanyl of THPFF4.



ANALYTICAL STANDARD SPECIFICATIONS

Agilent 8890 GC System — Serial # US2246A074

Agilent 5977C GC/MSD — Serial # US2246MA10

Stringbean

STANDARDS ANALYZED

GC / MS Calibration Standard Mix

Pethidine: S.B. Penick Lot# 413 NMN-027

Cocaine (Base): Sigma Lot# SLCF4870

Hydrocodone: Merck Lot# V1526

Methanol: Lot# 221068 (Bottle 1 of 4)
Made: March 20, 2023 by GIG

Expires: March 20, 2024

GC / IR Test Solution

d-Amphetamine Sulfate: K&K Labs Lot# 83567
Phentermine: Sigma Lot# 47H0208
d,/-Methamphetamine: K&K Labs Lot# 732A

0.5N NaOH / CHCls Extraction

0.5N NaOH: Lot# 214252
CHCl3: Lot# 60059 (Bottle 4 of 4)
Made: February 23, 2023 by BJ/RH

Expires: February 23, 2024

THPFF4 Mix
4-ANPP: Cayman Chemical Lot# 0540831-30
Fentanyl Citrate: USPC Lot# 1275-F
Heroin: Cayman Chemical Lot# 0559235-2
Tramadol HCL: Sigma Aldrich Lot# BCBB9210

para-Fluorofentanyl (HCL): Cayman Chemical Lot# 0541563-60



Methanol: Lot# 218157 Bottle #8
Made: March 22, 2023 BJ/RH

Expires: March 22, 2024

Buprenorphine

Cerilliant Lot# FE03191903 Exp: 6/24

LSD
Cerilliant Lot# FE10161901 Exp: 10/24

Testosterone Acetate

Sigma Lot# 19F0299
Methanol: Lot# 202169 Bottle 4 of 8
Made: February 3, 2021 GJG
Expires: February 3, 2022
Re-verified: February 3, 2022 GBE
Expires: February 3, 2023
Re-verified: February 6, 2023 GBE

Expires: February 6, 2024

Testosterone Benzoate

Sigma Lot# 49F0246
Methanol: Lot# 202169 Bottle 4 of 8
Made: February 9, 2021 GIG
Expires: February 9, 2022
Re-verified: February 9, 2022 IB
Expires: February 9, 2023
Re-verified: February 10, 2023 RH

Expires: February 10, 2024



GC and GC/MS methods

Gas Chromatography /Mass Spectrometry methods

Manual Injection

MSDRUGS100 100-280°C for 10 minutes

MSDRUGS200 200-280°C for 10 minutes

MSDRUGS60 60-280°C for 10 minutes

MSDRUGSTI 100-280°C for 30 minutes

MS280I1S0 280°C isothermal for 20 minutes

MS100TR 100-280°C for 6 minutes

MS200TR 200-280°C for 6 minutes

MSDRUGS60NIT 60-280°C for 10 minutes (no solvent delay) (Heisenberg and Espresso only)
Auto-sample Injection

ASMSDRUGS100 | 100-280°C for 10 minutes

ASMSDRUGS200 | 200-280°C for 10 minutes

ASMSDRUGS60 | 60-280°C for 10 minutes

ASMSDRUGSTI | 100-280°C for 30 minutes

ASMS280ISO 280°C isothermal for 20 minutes

ASMS100TR 100-280°C for 6 minutes

ASMS200TR 200-280°C for 6 minutes

THC-MS (Quant)

230-280°C for 5 minutes (Heisenberg and Gumbo only)

Gas Chromatography Methods

Manual Injection

GC100 100-280°C for 10 minutes
GC200 200-280°C for 10 minutes
GC150IS0 150°C for 10 minutes

GC280IS0 280°C Isothermal for 10 minutes
GC280ISOTI 280°C isothermal for 30 minutes

Auto-sample Injection

ASGC100 100-280°C for 10 minutes
ASGC200 200-280°C for 10 minutes
ASGC150ISO 150°C for 10 minutes
ASGC280I1SO 280°C Isothermal for 10 minutes
ASGC280ISOTI 280°C isothermal for 30 minutes

Issuing Authority: Assistant Director of Forensic Services
Effective Date:
PAGE 1 OF 1

07-Apr-2020

Version #: 2.0



METHODS AND STANDARDS ANALYZED

Agilent 8890 GC System — Serial # US2246A074

Agilent 5977C GC/MSD — Serial # US2246MA10

Stringbean
MASS SPEC — MANUAL INJECTION
MSDRUGS100 GC/MS CALIBRATION STANDARD MIX
THPFF4
MSDRUGS200 GC/MS CALIBRATION STANDARD MIX

BUPRENORPHINE

TESTOSTERONE ACETATE
MSDRUGS60 GC/IR TEST SOLUTION

THPFF4
MSDRUGST! GC/MS CALIBRATION STANDARD MIX

BUPRENORPHINE

THPFF4
TESTOSTERONE ACETATE
MS280ISO GC/MS CALIBRATION STANDARD MIX
TESTOSTERONE ACETATE
MS100TR GC/MS CALIBRATION STANDARD MIX

GC/IR TEST SOLUTION

MS200TR GC/MS CALIBRATION STANDARD MIX



MASS SPEC — AUTO SAMPLE INJECTION

ASMSDRUGS100

ASMSDRUGS200

ASMSDRUGS60

ASMSDRUGSTI

ASMS280I1SO

ASMS100TR

GC/MS CALIBRATION STANDARD MIX
GC/IR TEST SOLUTION

THPFF4

TESTOSTERONE ACETATE

GC/MS CALIBRATION STANDARD MIX
BUPRENORPHINE

LSD

TESTOSTERONE ACETATE
TESTOSTERONE BENZOATE

GC/MS CALIBRATION STANDARD MIX
GC/IR TEST SOLUTION

THPFF4

TESTOSTERONE ACETATE

GC/MS CALIBRATION STANDARD MIX
GC/IR TEST SOLUTION
BUPRENORPHINE

LSD

THPFF4

TESTOSTERONE ACETATE
TESTOSTERONE BENZOATE

GC/MS CALIBRATION STANDARD MIX
TESTOSTERONE ACETATE
TESTOSTERONE BENZOATE

GC/MS CALIBRATION STANDARD MIX
GC/IR TEST SOLUTION



ASMS200TR GC/MS CALIBRATION STANDARD MIX

GC — MANUAL INJECTION

GC100 GC/MS CALIBRATION STANDARD MIX
THPFF4
TESTOSTERONE ACETATE

GC200 GC/MS CALIBRATION STANDARD MIX

BUPRENORPHINE
TESTOSTERONE ACETATE

GC1501SO GC/MS CALIBRATION STANDARD MIX
GC/IR TEST SOLUTION

GC2801SO GC/MS CALIBRATION STANDARD MIX
TESTOSTERONE ACETATE

GC280IS0TI GC/MS CALIBRATION STANDARD MIX
TESTOSTERONE ACETATE

GC — AUTO SAMPLE INJECTION
ASGC100 GC/MS CALIBRATION STANDARD MIX
GC/IR TEST SOLUTION
THPFF4
TESTOSTERONE ACETATE

ASGC200 GC/MS CALIBRATION STANDARD MIX
BUPRENORPHINE
LSD
TESTOSTERONE ACETATE
TESTOSTERONE BENZOATE



ASGC150ISO

ASGC280ISO

ASGC280ISOTI

GC/MS CALIBRATION STANDARD MIX
GC/IR TEST SOLUTION

GC/MS CALIBRATION STANDARD MIX
TESTOSTERONE ACETATE
TESTOSTERONE BENZOATE

GC/MS CALIBRATION STANDARD MIX
TESTOSTERONE ACETATE
TESTOSTERONE BENZOATE



METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\MSDRUGS100.M
f—whod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cnd/Macro

— e et e e e e

Method Comments:
This is a manual injection MS 100-280 / 10 minute method.

END OF METHOD CONTROL PARAMETERS

MSDRUGS100.M Tue Apr 04 08:02:38 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
,Fixed Electron energy (eV)
Acquisition Type

Stop time (min)

Solvent delay (min)
Trace Ion Detection

Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Start Mass
1.00

Time

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ion
-Spectrum
Extracted Ion

Self-Cleaning Ion Source Parameters

Mode

D:\MassHunter\GCMS\1\methods\MSDRUGS100.M
'ATUNE.U

EI
230
150
70.0
Scan
10.00
1.00
False
1
False
N/A
End Mass Threshold Scan Speed
40 550;: 150 6,250 [N=0]
Type of Event Parameter
Label ‘Low Mass High Mass
N/A N/A N/A
N/A N/A N/A
Scan 1-1 .40 550
:No Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\MSDRUGS100.M

Tue Apr 04 08:02:39 2023

“rol Information

Sample Inlet : GC
Injection Source : Manual
Mass Spectrometer : Enabled

Stringbean

No Sample Prep method has been assigned to this method.

GC
GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

Max Temperature

M \?mum Temperature Override
A Fan

ALS

Front Injector

Syringe Size

Injection Volume

Solvent A Washes (Prelnj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PrelInj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

MSDRUGS100.M Tue Apr 04 08:02:38 2023

10.001 min
0 min

On

100 °cC
1 min
50 °C

70 °C/min
280 °C
6.43 min

0.25 min
350 °C

Disabled
Disabled

10 uL

o =
T
=

pL

pL

nL

O WMOVOO WO

o
=
Bl
(o]

0 min

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 pL/min
1 sec
Disabled
Standard
0.5 uL

A, B

Page:



Back Injector
Syringe Size
Injection Volume
Solvent A Washes (Prelni)
Solvent A Washes (PostInj)
7ent A Volume

. .vent B Washes (Prelnj)
Solvent B Washes (PostInj)
Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (Prelnj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
Pressure
o 1 Flow

\ium Purge Flow
Pre—Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

MSDRUGS100.M Tue Apr 04 08:02:38 2023

fun
o
b=
HE
[

=
=

pL

pL

OO OO WOOWO o

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 uL/min
6000 uL/min
0 sec
Disabled
Standard
0.2 pL

A, B

Sample overlap is not enabled

Pause for user interaction

off

Split

On 250 °C

On 8.5 psi

On 45.194 mL/min

On 3 mL/min

Ooff

on 20 mL/min after 3 min
50 :1

41,367 mL/min
A Liner has not been selected.

Off

Split

On 250 °C

On 8.5 psi

Oon 141.9 mL/min
Oon 3 mL/min

Ooff

Off

50 :1

136.18 mL/min

A Liner has not been selected.

Oon
0.82733 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions

Heater

9ﬂi€mn lock

(IHL/

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column Outlet Pressure

5 ‘l Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:
Description

MSDRUGS100.M Tue Apr 04 08:02:38 2023

Agilent 190915-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 pm x 0.33 pum (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

100 °cC

8.5 psi

0.82733 mL/min

52.55 cm/sec

0.39644 min

Constant Flow

on
8.5 psi
2.8778 psi

Agilent 19091S-913
-60 °C—325 °C (350 °C)
15 m x 320 pym x 0.25 pum (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

100 °cC

8.5 psi

2.7236 mL/min

54.059 cm/sec

0.46246 min

Constant Pressure

0 psi

He

Oon 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off

Oon

280 °C

None

Page: 4



Signal #2:
Description

Signal #3:
pescription

:“g'nal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
83.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

MSDRUGS100.M Tue Apr 04 08:02:38 2023

U T

.

TUNE PARAMETERS for SN: US2246MS10

EMISSION
ENERGY

REPELLER
IONFOCUS

ENTRANCE_LENS

EMVOLTS

AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY

ENTLENSOFFSET

Ion_Body

EXTLENS
MASSGAIN
MASSOFFSET

913.2
1.00

None

None

None

None

None

None

None

Actual EMV

GAIN FACTOR

END OF TUNE PARAMETERS

Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\MSDRUGS100.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutoIntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search Minimum Quality

0:\Instrument Libraries\Current\TBI_DRUG.L O
Q:\Instrument Libraries\Current\SWGDRUG 3.12.L 0
0:\Instrument Libraries\Current\CaymanSpectrallibrary.L
Integration Events: AutoIntegrate

Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

MSDRUGS100.M Tue Apr 04 08:02:38 2023

Page:
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Output Destination

Screen: Yes
Printer: No
File: No

.erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

**+* Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 08:02:41 2023

MSDRUGS100.M Tue Apr 04 08:02:38 2023 Page:
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File :X:\2023\IB\@4-18-23\GCMS CAL STD MIX BLANK MS100.D
Operator : Isabella Barnett

Acquired : 18 Apr 2023 11:48 using AcqMethod MSDRUGS100.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX BLANK MS100
Misc.Info : MEOH
Vi lumber: ©

Abundance TIC: GCMS CAL STD MIX BLANK MS100.D\data.ms
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.
£a3
[(e]

4000

3500

3000

206.9
2500

2000

1500 280.8

1000
72.7

500 95.9 190.7
132.6 146.8 162.7 264.6 340.5

LR SRR EREAZ RSN RARES ERRAR SARAS RAALS RLAN RALAS RAALAN R TTITI[IITT LN RARAN RARLE RARASLIULLNE ULLY LR LS

.40 50 60 70 80 90 1001101201301401501601701801902002102202302402502602?0280290300310320330340

—
z-->



File :X:\2023\IB\@4-18-23\GCMS CAL STD MIX MS100.D
Operator Isabella Barnett

Acquired 18 Apr 2023 12:01 using AcgMethod MSDRUGS100.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX MS100

Misc. Info :
Vi L\Number: (7}
Abundance

1e+07

9000000
8000000
7000000
6000000
5000000
4000000
3000000
2000000

1000000

MEOH, Exp. ©3-20-24

TiC: GCMS CAL STD MIX MS100.D\data.ms
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File :X:\2023\1B\04-18-23\GCMS CAL STD MIX MSlee.D
Operator : Isabella Barnett

Acquired : 18 Apr 2023 12:01 using AcqMethod MSDRUGS109.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX MS100
Misc-Info : MEOH, Exp. ©3-26-24
Vi umber: @

Abuncages TIC: GCMS CAL STD MiX MS100.D\data.ms
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File

Operator
Acquired

:X:\2023\IB\94-18-23\GCMS CAL STD MIX MS100.D
Isabella Barnett

: 18 Apr 2023 12:01
Stringbean

Instrument :

Sample Name:
Mi;cagnfo

Vi

jumber: @

Abundance

1e+07

9000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

yuiie—>
Abundance

Hwd==>

900000

800000

700000

600000

500000

400000

300000

200000

100000

o

using AcgMethod MSDRUGS10€0.M

GCMS CAL STD MIX MS1ee
: MEOH, Exp. 03-20-24

TIC: GCMS CAL STD MIX MS100.D\data.ms
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File :X:\2023\IB\@4-18-23\THPFF4 MIX BLANK.D

Operator : Isabella Barnett

Acquired : 18 Apr 2023 12:25 using AcgMethod MSDRUGS100.M
Instrument : Stringbean

Sample Name: THPFF4 MIX BLANK
MiSﬂu{nfo : MEOH
Vii umber: ©

Abundance TIC: THPFF4 MIX BLANK.D\data.ms
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File :X:\2023\IB\94-18-23\THPFF4 MIX.D

Operator : Isabella Barnett

Acquired : 18 Apr 2023 12:37 using AcgMethod MSDRUGS100.M
Instrument : Stringbean

Sample Name: THPFF4 MIX
Misc_Info : MEOH, Exp. 03-22-24

Vi

/,-Eumber: 0

Abundance TIC: THPFF4 MIX.D\data.ms
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:X:\2023\1IB\04-18-23\THPFF4 MIX.D

File

Operator : Isabella Barnett
Acquired : 18 Apr 2023 12:37
Instrument : Stringbean
Sample Name: THPFF4 MIX

Misc Tnfo : MECH,

Vii

imber: ©

Abundance

V8=

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Exp. ©3-22-24

using AcgMethod MSDRUGS100.M

TIC: THPFF4 MIX.D\data.ms
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:X:\2023\1B\04-18-23\THPFF4 MIX.D

File

Operator : Isabella Barnett
Acquired : 18 Apr 2023 12:37
Instrument : Stringbean
Sample Name: THPFF4 MIX

Mis, Info : MEOH, Exp. 03-22-24

Vi umber: @
Abundance
4500000
4000000
3500000
3000000
2500000
2000000
1500000
1000000

500000

using AcgMethod MSDRUGS100.M

TIC: THPFF4 MIX.D\data.ms
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File :X:\2023\IB\04-18-23\THPFF4 MIX.D W

Operator : Isabella Barnett
Acquired : 18 Apr 2023 12:37 using AcqMethod MSDRUGS100.M
Instrument : Stringbean

Sample Name: THPFF4 MIX
Misc Info : MEOH, Exp. 03-22-24
Vi )‘umber‘: 0

Abundance TIC: THPFF4JMIX D\data.ms
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File :X:\2023\IB\04-18-23\THPFF4 MIX.D W

Operator : Isabella Barnett
Acquired : 18 Apr 2023 12:37 using AcqMethod MSDRUGS100.M
Instrument : Stringbean

Sample Name: THPFF4 MIX
Misc Info : MEOH, Exp. ©3-22-24
Vi imber: ©

Abundance TIC: THPFF4 MIX.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\MSDRUGS200.M

hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre—-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro

Method Comments:
This is a manual injection MS 200-280 / 10 minute method.

END OF METHOD CONTROL PARAMETERS

MSDRUGS200.M Tue Apr 04 08:10:42 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

.Tune file

:Ion source

Source temperature (°C)
Quad temperature (°C)
Fi;(ed Elé&rdn e}iel;g\v('(‘eV)
Acquisition Type
Stop time (min)
Solvent delay (min)
Trace Ion Detection

Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Time Start Mass
1.00;

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Extracted Ion

D:\MassHunter\GCMS\1\methods\MSDRUGS200.M
ATUNE.U

Self-Cleaning Ion Source Parameters

|EI
150
70.0
Scan
10.00
1.00
False
1
False
N/A
End Mass :Threshold Scan Speed
40 550 150.6,250 [N=0]
gType of Event i Parameter
Label Low Mass High Mass
N/A N/A N/A
N/A N/A N/A
Scan 1-1 40 550
No Cleaning

Mode

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\MSDRUGS200.M

Tue Apr 04 08:10:43 2023

“rol Information

Sample Inlet 3 GC
Injection Source : Manual
Mass Spectrometer : Enabled

Stringbean

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

Max Temperature

i \?mum Temperature Override
. ~ Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (Prelnj)
Solvent A Washes (PostInij)
Solvent A Volume

Solvent B Washes (Prelnij)
Solvent B Washes (PostInij)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

MSDRUGS200.M Tue Apr 04 08:10:42 2023

10.003 min
0 min

Oon

200 °C
1 min
50 °C

70 °C/min
280 °C
7.86 min

0.25 min
350 °C

Disabled
Disabled

-
o

=

[mal &
=

=
(ol

pL

nL

OO WOWOOWOOr

min

0 min

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 uL/min
1 sec
Disabled
Standard
0.5 pL

A, B

Page:



Back Injector
Syringe Size
Injection Volume
Solvent A Washes (PreInj)
Solvent A Washes (PostInj)
vent A Volume

Sv.vent B Washes (PrelInj)
Solvent B Washes (PostInj)
Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

Ll Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
Pressure
= 1 Flow

Jftum Purge Flow
Pre—Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow
Septum Purge Flow
Pre—Run Flow Test
Gas Saver

Split Ratio

Split Flow

Linexr

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

\
by

N

MSDRUGS200.M Tue Apr 04 08:10:42 2023

10 uL
1 uL

(@)

uL

uL

pL

O WO WO O WO

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 upL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

on 250 °C

On 13.5 psi

On 44,838 mL/min

On 3 mL/min

Off

Oon 20 mL/min after 3 min
50 :1

41.017 mL/min
A Liner has not been selected.

Off

Split

Oon 250 °C

On 13.5 psi

on 170.58 mL/min
On 3 mL/min

Off

Off

50 :1

164.3 mL/min

A Liner has not been selected.

On
0.82034 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions

Heater

994$mn lock

(JLA.L.

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column Outlet Pressure

- ,k Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:
Description

MSDRUGS200.M Tue Apr 04 08:10:42 2023

Agilent 190915-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 pum x 0.33 pm (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

200 °C

13.5 psi

0.82034 mL/min

54.354 cm/sec

0.38329 min

Constant Flow

On
13.5 psi
2.8778 psi

Agilent 190915-913
-60 °C—325 °C (350 °C)
15 m x 320 pm x 0.25 ym (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

200 °C

13.5 psi

3.2859 mL/min

71.909 cm/sec

0.34766 min

Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off
On

280 °C

None

Page: 4



Signal #2:
Description

Signal #3:
Description

S.ynal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
83.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

A TRRTY

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE LENS
EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
AMUGAIN
AMUOFFEFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_Body
EXTLENS
MASSGAIN
MASSOFFSET

END OF TUNE PARAMETERS

MSDRUGS200.M Tue Apr 04 08:10:42 2023

Page:
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\MSDRUGS200.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: Autolntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Qualitative Report Settings

)

Peak Location of Unknown: Apex

Library to Search Minimum Quality

0:\Instrument Libraries\Current\TBI DRUG.L 0
0:\Instrument Libraries\Current\SWGDRUG 3.12.L O
0:\Instrument Libraries\Current\CaymanSpectrallibrary.L
Integration Events: Autolntegrate

Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

MSDRUGS200.M Tue Apr 04 08:10:42 2023 Page:



Output Destination

Screen: Yes
Printer: No
File: No

.erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

**% Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 08:10:44 2023

MSDRUGS200.M Tue Apr 04 08:10:42 2023 Page:
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File :X:\2023\IB\@4-18-23\GCMS CAL STD MIX MS200 BLANK.D Ei

Operator : Isabella Barnett
Acquired : 18 Apr 2023 13:29 using AcqMethod MSDRUGS200.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX MS200 BLANK
Misc.Info : MECH
vi:  umber: o

Ab““danc’j 2000 TIC: GCMS CAL STD MIX MS200 BLANK.D\data.ms
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2400
2200
2000
1800 207.0
1600
1400
1200
1000
800

600 280.9

400 =4
190.8

200 95.8 132.5

Obrrprrrrrrrprr ,‘ R Rf R oa B aan L AR ,‘I e

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280

h |‘/ZZ- >



File
Operator
Acquired

1X:\2023\IB\04-18-23\GCMS CAL STD MIX MS200.D
Isabella Barnett

: 18 Apr 2023 13:42

Stringbean

Instrument :

Sample Name:
nfo

Mlg

Vi Hmber: (2}

Abunda

Ting=-=>

Abunda

NiL—=

nce

5500000

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000
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Kethidine

using AcgMethod MSDRUGS200.M

GCMS CAL STD MIX MS200
: MEOH, Exp. ©3-20-24

TIC: GCMS CAL STD MIX MS200.D\data.ms
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File
Operator
Acquired

Instrument :
Sample Name:
: MEOH, Exp. 93-20-24

Misc- Info
Vii

Abundance

5500000

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Tune-—->

Abundance

700000
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400000

300000

200000

100000

Mmiz--=

Jmber:

:X:\2023\IB\04-18-23\GCMS CAL STD MIX MS200.D
: Isabella Barnett
: 18 Apr 2023 13:42

Stringbean
GCMS CAL STD MIX MS200

0

using AcgMethod MSDRUGS200.M

TIC: GCMS CAL STD MIX MS200.D\data.ms
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File

Operator
Acquired
Instrument :

Sample Name:

Mise—Info :
V3
’&Ipmber: (%]

Vi

Abunda

tune—=>
Abunda

nmyz--=

:X:\2023\IB\@4-18-23\GCMS CAL STD MIX MS200.D

: Isabella Barnett

: 18 Apr 2023 13:42
Stringbean

nce

5500000

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

GCMS CAL STD MIX MS200
MEOH, Exp. ©3-20-24

Hydrocodkree

|

using AcgMethod MSDRUGS200.M

TIC: GCMS CAL STD MIX MS200.D\data.ms
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File 1X:\2023\IB\04-18-23\BUPRENORPHINE STD BLANK MS200.D
Operator . Isabella Barnett

Acquired : 18 Apr 2023 13:54 using AcgMethod MSDRUGS200.M
Instrument : Stringbean

Sample Name: BUPRENORPHINE STD BLANK MS200
M%sp_{nfo : MEOH
Vi Lmber: o

Abundance TIC: BUPRENORPHINE STD BLANK MS200.D\data.ms
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File 1X:\2023\IB\@4-18-23\BUPRENORPHINE STD M5200.D %

Operator : Isabella Barnett
Acquired : 18 Apr 2023 14:07 using AcgMethod MSDRUGS200.M
Instrument : Stringbean

Sample Name: BUPRENORPHINE STD MS200
Misc Info : MEOH,Cerilliant,LotFE®3191903,Exp.06/24

Vi Jmber: ©

Abundance TIC: BUPRENORPHINE STD MS200.D\data.ms
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File
Operator
Acquired
Instrument
Sample Name
Misc Info

+X:\2023\1IB\04-18-23\Testosterone Acetate STD Blank MS200.D
Isabella Barnett
18 Apr 2023 14:25
Stringbean
: Testosterone Acetate STD Blank MS200
: MEOH

using AcgMethod MSDRUGS200.M

Vii

‘umber: ©

Abundance
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File :X:\2023\IB\04-18-23\Testosterone Acetate STD MS200.D W
Operator : Isabella Barnett

Acquired : 18 Apr 2023 14:38 using AcgMethod MSDRUGS200.M
Instrument : Stringbean

Sample Name: Testosterone Acetate STD MS200

Misc Info : MEOH,Sigma,Lot19F0299,Exp.02-06-24

Vi umber: ©

Albuncance TIC: Testosterone Acetate STD MS200.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1\methods\MSDRUGS60.M

f\\hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro =
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =

(
(
(
(X
(X
(
( Data Analysis Post-Run Cmd/Macro

I

Method Comments:
This is a manual injection MS 60-280 / 10 minute method.

END OF METHOD CONTROL PARAMETERS

MSDRUGS60.M Tue Apr 04 09:02:02 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file D:\MassHunter\GCMS\1\methods\MSDRUGS60.M

Tune file ATUNE.U

Ion source EI

Source temperature (°C) 230

Quad temperature (°C) 150

Fixed Electron energy (eV) 70.0

Acquisition Type Scan

Stop time (min) 10.00

Solvent delay (min) 1.00

Trace Ion Detection False

Gain Fa?:tor h 1

EMM Saver ” False

EM Saver Limit N/A

Scan Time Segments

Time Start Mass End Mass E;I;hrésliolé Scan Speed
1.00 40 550 150 6,250 [N=0]

Timed Events

Tim:a Type of Event :éairameter

Real-Time Plots

Type of Plot Label Low Mass 'High Mass

Total Ion N/A N/A N/A

Spectrum N/A N/A N/A

Extracted Ion Scan 1-1 40 550

Self-Cleaning Ion Source Parameters

Mode .No Cleaning

Page 1




INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\MSDRUGS60.M

Tue Apr 04 09:02:03 2023

~rol Information

Sample Inlet : GC
Injection Source : Manual
Mass Spectrometer : Enabled

Stringbean

No Sample Prep method has been assigned to this method.

GC
GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

Max Temperature

4 imum Temperature Override
Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (PreInj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PreInj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

MSDRUGS60.M Tue Apr 04 09:02:02 2023

10.003 min
0 min

On

60 °C
1 min
50 °C

70 °C/min
280 °C
5.86 min

0.25 min
350 °C

Disabled
Disabled

-
o
=
HE
[l

=
[

pL

ulL

OO WOWOO WO O

min

0 min

300 pL/min
3000 uL/min
300 pL/min
3000 uL/min
6000 pL/min
1 sec
Disabled
Standard
0.5 pL

A, B

Page:



Back Injector
Syringe Size
Injection Volume
Solvent A Washes (PreInj)
Solwvent A Washes (PostInj)
vent A Volume

v..vent B Washes (Prelnij)
Solvent B Washes (PostInj)
Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
Pressure
g 1 Flow

um Purge Flow
Pre—-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre—-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

MSDRUGS60.M Tue Apr 04 09:02:02 2023

i
o

=

[l =]
[l

=]
[l

pL

nL

OO OWOOwWOoOOoRr

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 pL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

on 250 °C

On 6.5 psi

On 45.625 mL/min

On 3 mL/min

Ooff

On 20 mL/min after 3 min
50 :1

41.789 mL/min
A Liner has not been selected.

Off

Split

On 250 °C

On 8.5 psi

on 171.05 mL/min
Oon 3 mL/min

Ooff

Off

50 :1

164.76 mL/min

A Liner has not been selected.

On
0.83578 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions

Heater

Column lock

U

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column Outlet Pressure

Detector FID
Makeup
Heater
H2 Flow
Air Flow
Makeup Flow
Carrier Gas Flow Correction
Flame
Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:
Description

MSDRUGS60.M Tue Apr 04 09:02:02 2023

Agilent 190918-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 pm x 0.33 um (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

60 °C

6.5 psi

0.83578 mL/min

51.868 cm/sec

0.40166 min

Constant Flow

On
8.5 psi
2.8778 psi

Agilent 190915-913
-60 °C—325 °C (350 °C)
15 m x 320 pm x 0.25 um (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

60 °C

8.5 psi

3.2952 mL/min

58.392 cm/sec

0.42814 min

Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off
On

280 °C

None

Page: 4



Signal #2:
Description

Signal #3:
Description

zaynal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
83.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

MSDRUGS60.M Tue Apr 04 09:02:02 2023

.

TUNE PARAMETERS for SN: US2246MS10

EMISSION
ENERGY

REPELLER
IONFOCUS

ENTRANCE_LENS

EMVOLTS

AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY

ENTLENSOFFSET

Ion_Body

EXTLENS
MASSGAIN
MASSOFFSET

913.2
1.00

None

None

None

None

None

None

None

Actual EMV

GAIN FACTOR

END OF TUNE PARAMETERS

Page:
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1l\methods\MSDRUGS60.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: Autolntegrate

Generate Report During Run Method:

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search

Integration Events: Autolntegrate
Report Type: Summary

Qutput Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method:

Quantitative Report Settings

Report Type: Summary

MSDRUGS60.M Tue Apr 04 09:02:02 2023

No

Minimum Quality
Q:\Instrument Libraries\Current\TBI_DRUG.L 0
0:\Instrument Libraries\Current\SWGDRUG 3.12.L O
QO:\Instrument Libraries\Current\CaymanSpectrallibrary.L

Page:
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Output Destination

Screen: Yes
Printer: No
File: No

.erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 09:02:04 2023

MSDRUGS60.M Tue Apr 04 09:02:02 2023 Page:
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File 1X:\2023\IB\@4-20-23\GCIR TEST SOLUTION BLANK MS60.D

Operator : Isabella Barnett
Acquired : 20 Apr 2023 13:02 using AcgMethod MSDRUGS60.M
Instrument : Stringbean

Sample Name: GCIR TEST SOLUTION BLANK MS60
Misc-Info : MEOH

vii  umber: 1 NC@D

Abundance TIC: GCIR TEST SOLUTION BLANK MS60.D\data.ms
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:X:\2023\IB\04-20-23\GCIR TEST SOLUTION MS60.D

: 20 Apr 2023 13:17 using AcqMethod MSDRUGS69.M

File

Operator : Isabella Barnett
Acquired

Instrument : Stringbean

Sample Name: GCIR TEST SOLUTION MS6©
Misc-Info : MEOH, Exp. 04-20-24
vi:  umber: 1

Abundance

L uie-->
Abundance
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File
Operator
Acquired

Instrument :
Sample Name:
MiscInfo
umber:

Vi

:X:\2023\IB\@4-20-23\GCIR TEST SOLUTION MS60.D

: Isabella Barnett

: 20 Apr 2023 13:17
Stringbean

GCIR TEST SOLUTION MS60

: MEOH, Exp. 04-20-24

1

Abundance

T 18-
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1.8e+07

/

1.6e+07

Phentermine.

1.4e+07

1.2e+07

1e+07

8000000

6000000

4000000

2000000

using AcqMethod MSDRUGS60.M

TIC: GCIR TEST SOLUTION MS60.D\data.ms
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File :X:\2023\IB\04-20-23\GCIR TEST SOLUTION MS60.D
Operator : Isabella Barnett

Acquired : 20 Apr 2023 13:17 using AcgMethod MSDRUGS60.M
Instrument : Stringbean

Sample Name: GCIR TEST SOLUTION MS60@
Misc Info : MEOH, Exp. 04-20-24
vi¢  umber: 1

GbundEnCe TIC: GCIR TEST SOLUTION MS60.D\data.ms
2e+07

1.8e+07
1.6e+07
1.4e+07

1.2e+07

W#?am/v/w/amfm

1e+07

8000000

6000000

4000000

2000000

ll.lnnllllll LENE B N N M B S ) .Ilrll|||||lllll IIIIII'|IIII|l!ll|||l|l|ll-||

] T T -
150 200 250 300 350 400 450 500 550 600 650 7.00 7.50 800 850 9.00 9.50
Lng—=
Abundance Scan 882 (2.593 min): GCIR TEST SOLUTION MS60.D\data.ms

7000000
6000000
5000000
4000000
3000000
2000000 91.0

1000000 65.0
134.1
77.0 115.0
10, 850 | ) 967 10301089 |,|1120.9 1289 |, 1419
P b0, I

o2 e o e

42.0 51.0 ‘
PR o 1

N
0 e e PR e e

HH
30 35 40 45 50 55 60 65 70 75 80 85 920 95 100 105 110 11 120 125 130 135 140 145 150 155

1481

Nd—=>



File
Operator
Acquired

Instrument :
Sample Name:

Misc.Info

imber: ©

Abundance
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urig—>
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200

b
" ;rz{->

Stringbean

THPFF4 MIX STD BLANK MS60
¢ MEOH

:X:\2023\IB\04-19-23\THPFF4 MIX STD BLANK MS60.D
Isabella Barnett

: 19 Apr 2023 10:27 using AcgMethod MSDRUGS60.M

TIC: THPFF4 MIX STD BLANK MS60.D\data.ms
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File :X:\2023\IB\04-19-23\THPFF4 MIX STD MS60.D

Operator : Isabella Barnett

Acquired : 19 Apr 2023 10:41 using AcgMethod MSDRUGS60.M
Instrument : Stringbean

Sample Name: THPFF4 MIX STD MS60
Misc Info : MEOH, Exp.03-22-24
Hmber: 0

Vii

Aplineance TIC: THPFF4 MIX STD MS60.D\data.ms
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File

Operator
Acquired
Instrument :

Sample Name:
Misc-TInfo
Vii

+X:\2023\IB\@4-19-23\THPFF4 MIX STD MS60.D
Isabella Barnett

19

umber: @

Abundance

[ RTEL e
Abundance

Nud===

6000000
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4000000
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3000000
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2000000

1500000

1000000

500000

Apr 2023 10:41
Stringbean

A

using

THPFF4 MIX STD MS60
: MEOH, Exp.03-22-24

Ao

AcgMethod MSDRUGS60.M

TIC: THPFF4 MIX STD MS60.D\data.ms

4-ANpp

700000

600000

500000

400000

300000

200000

100000

L EEL L R SN L L

L4l

- -
1.50 2.00 250 3ﬂ0 3

“"I‘“'I“"I'"‘l""l""I""I""l'"'I"'"[""I”"l

L
T
50 400 450 500 550 6.00 650 7.00 750 800 850 900 9.50

Scan 2700 (5.698 min): THPFF4 MIX STD MS60.D\data.ms

40 60 80 100

146.1
189.1
118.1
280.1
b {67,9 ; 2208 2508 l. 355.0 429.9 502.7
"‘ "" LI R DL RN LE RALEY RS RE S i o RER S S R R T TEE it ) LI
130 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500



File :X:\2023\1IB\@4-19-23\THPFF4 MIX STD MS60.D

Operator : Isabella Barnett

Acquired : 19 Apr 2023 10:41 using AcgMethod MSDRUGS60.M
Instrument : Stringbean

Sample Name: THPFF4 MIX STD MS6©
Misc Info : MEOH, Exp.03-22-24
Vii Jmber: @

Abundance TIC: THPFF4 MIX STD MS60.D\data.ms
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File :X:\2023\1IB\04-19-23\THPFF4 MIX STD MS60.D

Operator : Isabella Barnett

Acquired : 19 Apr 2023 10:41 using AcqMethod MSDRUGS60.M
Instrument : Stringbean

Sample Name: THPFF4 MIX STD MS60
Mise-Info : MEOH, Exp.@3-22-24

Vii umber: ©
~

GLUILE e TIC: THPFE4 MIX STD MS60.D\ata.ms )
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File
Operator
Acquired

:X:\2023\IB\04-19-23\THPFF4 MIX STD MS60.D

Isabella Barnett
: 19 Apr 2023 10:41

using AcqMethod MSDRUGS60.M

Instrument :
Sample Name:
Mis~ Info : ME
Vi Jmber: 0

Abundance
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latie-->
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Stringbean

THPFF4 MIX STD MS60

OH, Exp.03-22-24

TIC: THPFF4 MIX STD MS60.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1\methods\MSDRUGSTI.M

V“jhod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre—-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro
Data Analysis Post-Run Cmd/Macro

I

{
(
(
(X
(X
{
(

Method Comments:
This is a manual injection MS 100-280 / 30 minute method.

END OF METHOD CONTROL PARAMETERS

MSDRUGSTI.M Tue Apr 04 09:08:55 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Sdﬁrce térﬁperature (°C)
Quad “tembérarfure N(°(“:’)
Fixed Ewléctron yErlérgy (eV)
Acqui§ition fypé . B
Stop time (min)

Solvent delay (min)
Tréce Ion Deteétian

Gai\n Factor

EM Saver

EM Saver Limit

Scan Time Segments
Time Start Mass
1.00

Timed Events
Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Extracted Ion

D:\MassHunter\GCMS\1\methods\MSDRUGSTI.M

ATUNE.U

EI

230

150

70.0

Scan

10.00
11.00

False

1

False
N/A

End Mass EThreshold ‘Scan Speed
40 550 150 6,250 [N=0]

Type of Event .Parameter

Self-Cleaning Ion Source Parameters

Mode

:‘:::“' Agilent LRI PV

Label ;Low Mass High Mass
N/A N/A N/A
N/A N/A N/A
Scan 1-1 40 550
No Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\MSDRUGSTI.M

Tue Apr 04 09:08:56 2023

trol Information

Sample Inlet : GC
Injection Source : Manual
Mass Spectrometer : Enabled

Stringbean

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

Max Temperature

M Nimum Temperature Override
W Fan

ALS

Front Injector

Syringe Size

Injection Volume

Solvent A Washes (PrelInj)

Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (Prelnj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

MSDRUGSTI.M Tue Apr 04 09:08:55 2023

30.001 min
0 min

On

100 °C
1 min
50 °C

70 °C/min
280 °C
26.43 min

0.25 min
350 °C

Disabled
Disabled

10 ulL

o =
k=
=

T
=

OCVO WO OO
i T
= =

o
2
.
=]

0 min

300 uL/min
3000 uL/min
300 pL/min
3000 pL/min
6000 uL/min
1 sec
Disabled
Standard
0.5 uL

A, B

Page:



Back Injector
Syringe Size
Injection Volume
Solvent A Washes (PrelInj)
Solvent A Washes (PostInj)
vent A Volume

. .vent B Washes (PrelInj)
Solvent B Washes (PostInj)
Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He

Helium Conservation Controlled
Mode

Heater

Pressure

™ "l Flow
. :Eum.Purge Flow

Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow
Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

MSDRUGSTI.M Tue Apr 04 09:08:55 2023

i
o

=

[l &
(e

e
e

nL

pL

O WOWOO WO O

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 uL/min
0 sec
Disabled
Standard
0.2 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

Oon 250 °C

On 8.5 psi

On 45.194 mL/min

On 3 mL/min

Off

Oon 20 mL/min after 3 min
50 :1

41.367 mL/min
A Liner has not been selected.

Off

Split

On 250 °C

On 8.5 psi

On 141.9 mL/min
on 3 mL/min

Off

Off

50 :1

136.18 mL/min

A Liner has not been selected.

On
0.82733 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions

Heater

gg%;mn lock

v oo

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column Outlet Pressure

4 Detector FID
Makeup
Heater
H2 Flow
Air Flow
Makeup Flow
Carrier Gas Flow Correction
Flame
Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:
Description

MSDRUGSTI.M Tue Apr 04 09:08:55 2023

Agilent 19091S-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 pm x 0.33 pm (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

100 °C

8.5 psi

0.82733 mL/min

52.55 cm/sec

0.39644 min

Constant Flow

On
8.5 psi
2.8778 psi

Agilent 190915-913
-60 °C—325 °C (350 °C)
15 m x 320 pum x 0.25 um (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

100 °cC

8.5 psi

2.7236 mL/min

54.059 cm/sec

0.46246 min

Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off
On

280 °C

None

Page: 4



Signal #2:
Description

Signal #3:
Description

v.ynal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
83.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

MSDRUGSTI.M Tue Apr 04 09:08:55 2023

e ss es wn

.

TUNE PARAMETERS for SN: US2246MS10

EMISSION
ENERGY

REPELLER
TONFOCUS

ENTRANCE_LENS

EMVOLTS

AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY

ENTLENSOFFSET

Ion_Body

EXTLENS
MASSGAIN
MASSOFFSET

913.2
1.00

None

None

None

None

None

None

None

Actual EMV

GAIN FACTOR

END OF TUNE PARAMETERS

Page:
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1l\methods\MSDRUGSTI.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutolIntegrate

Generate Report During Run Method:

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search

Integration Events: Autolntegrate
Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method:

Quantitative Report Settings

Report Type: Summary

MSDRUGSTI.M Tue Apr 04 09:08:55 2023

Minimum Quality
0:\Instrument Libraries\Current\TBI_DRUG.L O
O:\Instrument Libraries\Current\SWGDRUG 3.12.L 0
0:\Instrument Libraries\Current\CaymanSpectrallLibrary.L

Page:
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Output Destination

Screen: Yes
Printer: No
File: No

;erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

*+% Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 09:08:57 2023

MSDRUGSTI.M Tue Apr 04 09:08:55 2023 Page:
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File 1X:\2023\IB\04-19-23\GCMS CAL STD MIX BLANK MSTI.D
Operator . Isabella Barnett

Acquired 1 19 Apr 2023 12:44 using AcqMethod MSDRUGSTI.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX BLANK MSTI
Misc. Info : MEOH
Vi  ‘umber: o

Abundance TIC: GCMS CAL STD MIX BLANK MSTI.D\data.ms
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File 1X:\2023\IB\04-19-23\GCMS CAL STD MIX MSTI.D W
Operator : Isabella Barnett

Acquired : 19 Apr 2023 13:16 using AcqMethod MSDRUGSTI.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX MSTI

Misc_Info : MEOH, Exp.03-20-24

Vi lumber: @

GBUnCSges TIC: GCMS CAL STD MIX MSTI.D\data.ms
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File :X:\2023\IB\04-19-23\GCMS CAL STD MIX MSTI.D

Operator : Isabella Barnett
Acquired : 19 Apr 2023 13:16 using AcqMethod MSDRUGSTI.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX MSTI
Misp«I)nfo : MEOH, Exp.03-20-24
Vi Limber: ©

Abundance TIC: GCMS CAL STD MIX MSTI.D\data.ms
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File 1X:\2023\IB\04-19-23\GCMS CAL STD MIX MSTI.D

Operator : Isabella Barnett
Acquired : 19 Apr 2023 13:16 using AcgMethod MSDRUGSTI.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX MSTI
Misc _Info : MEOH, Exp.03-20-24

Vi’F\}umber: 0

Abundance TIC: GCMS CAL STD MIX MSTI.D\data.ms
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File
Operator
Acquired
Instrument

Sample Name:

Misn—{pfo
Vi

Abundance

1

1

1

1

| iig=—=>
Abundance

umber:

:X:\2023\IB\04-20-23\BUPRENORPHINE STD BLANK MSTI.D

Isabella Barnett

20 Apr 2023 09:39
Stringbean

BUPRENORPHINE STD BLANK MSTI

. MEOH

1

using AcgMethod MSDRUGSTI.M

TIC: BUPRENORPHINE STD BLANK MSTI.D\data.ms
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File
Operator
Acquired

:X:\2023\IB\04-20-23\BUPRENORPHINE STD MSTI.D
: Isabella Barnett

: 20 Apr 2023 10:13
Stringbean

Instrument :

Sample Name:
Misc Info

Vii amber: 1

Abundance

1uie—=>

1400000
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fhid--=>
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0

BUPRENORPHINE STD MSTI
: MEOH,Cerilliant,LotFE©3191903,Exp.06-24

|-

TIC: BUPRENORPHINE STD MSTI.D\data.ms

-

using AcqMethod MSDRUGSTI.M

Buprenorphine
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:X:\2023\IB\04-20-23\THPFF4 MIX STD BLANK MSTI.D
Isabella Barnett
Acquired 20 Apr 2023 10:58

Instrument : Stringbean
Sample Name: THPFF4 MIX STD BLANK MSTI
Misc Info : MEOH

Vii umber: 1

File
Operator
using AcqMethod MSDRUGSTI.M

Abundance

TIC: THPFF4 MIX STD BLANK MSTI.D\data.ms
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File :X:\2023\IB\04-20-23\THPFF4 MIX STD MSTI.D %\/

Operator : Isabella Barnett
Acquired : 20 Apr 2023 11:32 using AcgMethod MSDRUGSTI.M
Instrument : Stringbean

Sample Name: THPFF4 MIX STD MSTI
Misc Info : MEOH,Exp.03-22-24

Vi Mmber 1

Abundance
8000000

7000000

6000000

5000000

4000000

' 3000000

2000000

1000000

Linig~—=>
Abundance

2400000
2200000
2000000
1800000
1600000
1400000
1200000
1000000
800000
600000
400000
200000

0

1 30 40

i I‘L'!'

Tramodol

TIC: THPFF4 MIX STD MSTI.D\data.ms

45.0

ﬂ”l L

T

T T — T T T T T T T T T T T T T T
6.00 8. OG 10.00 12 00 14 00 16.00 18.00 20.00 22.00 24.00 26.00 28. 00

Scan 1559 (3.750 min): THPFF4 MIX STD MSTI.D\data.ms
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File :X:\2023\IB\04-20-23\THPFF4 MIX STD MSTI.D
Operator : Isabella Barnett
Acquired : 20 Apr 2023 11:32 using AcgMethod MSDRUGSTI.M

Instrument : Stringbean
Sample Name: THPFF4 MIX STD MSTI
Misce—Info : MEOH,Exp.@3-22-24
Vi umber: 1

Abundance TIC: THPFF4 MIX STD MSTI.D\data.ms
8000000

7000000

6000000

4-ANpp

5000000

4000000

3000000

2000000

1000000

T T

T T T L L e S T bt S LJm P

— — T —T T T T T T T T T
8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 2400 26.00 28.00
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Abundance Scan 2216 (4.872 min): THPFF4 MIX STD MSTI.D\data.ms
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File
Operator
Acquired

Instrument :
Sample Name:
Mis nfo

1X:\2023\IB\@4-20-23\THPFF4 MIX STD MSTI.D
Isabella Barnett
: 20 Apr 2023 11:32

Vi umber: 1

Abundance

Tune--=>

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

Stringbean
THPFF4 MIX STD MSTI
: MEOH,Exp.03-22-24

TIC: THPFF4 MIX STD MSTI.D\data.ms
Heron

using AcgMethod MSDRUGSTI.M

Abundance

M d=—=>

220000

43.0

200000

180000

160000

140000

120000

100000

80000

60000

40000

20000

40

59.0

60

81.0

80

100

]
8.00

115.0

120

10.00

12.00 14.00

T
16.00

18.00

20.00

T
22.00

Scan 2484 (5.330 min): THPFF4 MIX STD MSTI.D\data.ms
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1.0

140

162.0
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253.1
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1X:\2023\IB\@4-20-23\THPFF4 MIX STD MSTI.D

File

Operator Is
Acguired . 20
Instrument :

Sample Name: TH

Misc TInfo

Vii

Jmber: 1

Abundance

Tune--=

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

Abundance

800000

700000

600000

500000

400000

300000

200000

100000

abella Barnett
Apr 2023 11:32
Stringbean

PFF4 MIX STD MSTI

: MEOH,Exp.03-22-24

using AcgMethod MSDRUGSTI.M

TIC: THPFF4 MIX STD MSTI.D\data.ms

para-ﬂuoro@enmry |

7/

— —
2.00 4.00 6.00 8.00

105.0

T — T ——rT
10.00 12.00 1400 16.00 18.00 20.00

L T T LR L

26.00

e
28.00

I 1
22.00 24.00
Scan 2589 (5.509 min): THPFF4 MIX STD MSTI.D\data.ms
268.1
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File

Operator
Acquired
Instrument :
Sample Name:

Stringbean

THPFF4 MIX STD MSTI

:X:\2023\IB\04-20-23\THPFF4 MIX STD MSTI.D
: Isabella Barnett
: 20 Apr 2023 11:32

using AcgMethod MSDRUGSTI.M

Misc Info
Vi

umber: 1

Abundance

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

==
Abundance

1600000

1400000

1200000

1000000

800000

600000

400000

200000

Paa==>

: MEOH,Exp.093-22-24

TIC: THPFF4 MIX STD MSTI.D\data.ms

Y A

T | III r 71 1 T

L S B ML

T T T T T

T T
24.I00 26.00

e N i R T e

y T T T
2.00 4.00 6.00 8.00 10.00 12.00 1400 16.00 18.00 20.00 22.00 28.00
Scan 2659 (5.629 min): THPFF4 MIX STD MSTI.D\data.ms
2451
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File
Operator
Acquired
Instrument
Sample Name
Misc Info

:X:\2023\IB\04-20-23\Testosterone Acetate STD Blank MSTI.D
Isabella Barnett
: 20 Apr 2023 12:08
Stringbean
: Testosterone Acetate STD Blank MSTI
: MEOH

using AcgMethod MSDRUGSTI.M

Vi

umber: 1

Abundance

TIC: Testosterone Acetate STD Blank MSTI.D\data.ms

14000

13000

12000

11000

10000

9000

8000

7000

L

26.00

7T

LA
20.00 22.00 24.00

— —— T T e T T T T
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 28.00
Vi @e=>

Abundance Scan 1540 (3.717 min): Testosterone Acetate STD Blank MSTI.D\data.ms
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File

Operator
Acquired

:X:\2023\IB\04-20-23\Testosterone Acetate STD MSTI.D
Isabella Barnett
: 20 Apr 2023 12:41

Instrument

Sample Name:
Misc Info
Vi

Hmber: 1

Abundance

B

P ie=—=>

S000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

Abundance

frine==>

500000

450000

400000

350000

300000

250000

200000

150000

100000

50000

Stringbean

using AcgMethod MSDRUGSTI.M

Testosterone Acetate STD MSTI
: MEOH,Sigma,Lot19F0299,Exp.02-06-24

TIC: Testosterone Acetate STD MSTI.D\data.ms

Testosterone Acetate

oy

T

e o
200 300 4.00

43.0

91.0

100

T T : e e o | T T T 7 LS B I m S AN BN RN Y L

N B I B

T - | T
500 600 ZbO 800 900 1000 1100 12.00 13.00 14.00 15.00 16.00

Scan 2710 (5.715 min): Testosterone Acetate STD MSTI.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1\methods\MS280ISO.M

f"\hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro
Data Analysis Post-Run Cmd/Macro

N . .

Method Comments:
This is manual injection MS 280 Isothermal / 20 minute method.

END OF METHOD CONTROL PARAMETERS

MS280IS0.M Tue Apr 04 09:17:55 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type

Stop time (min)

Solvent delay (min)
Trace Ion Detection
Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Start Mass
1.00

Time

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ton
Spectrum
Extracted Ion

D:\MassHunter\GCMS\1\methods\MS2801S0.M

Self-Cleaning Ion Source Parameters

Mode

or Agilent |

ATUNE.U
S
230
150
70.0
Scan
10.00
1.00
False
1
False
‘N/A
End Mass Threshold Scan Speed
40 550 150 6,250 [N=0]
Type of Event Parameter
Label Low Mass High Mass
N/A N/A N/A
N/A N/A N/A
Scan 1-1 40 550
No Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS: Stringbean

D:\MassHunter\GCMS\1\methods\M5280IS0.M

Tue Apr 04 09:17:56 2023

“rol Information

Sample Inlet : GC
Injection Source : Manual
Mass Spectrometer : Enabled

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 value

#1 Hold Time

Equilibration Time

Max Temperature

» Nimum Temperature Override
~ Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (Prelnj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PreInj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

MS280IS0.M Tue Apr 04 09:17:55 2023

20 min
0 min

On

280 °cC
1 min
50 °C

70 °C/min
280 °C
19 min

0.25 min
350 °C

Disabled
Disabled

i
o
=
e
=

=
=

pL

pL

OO WO VOO WOOR

min

0 min

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 uL/min
1 sec
Disabled
Standard
0.5 uL

A, B

Page:



Back Injector
Syringe Size
Injection Volume
Solvent A Washes (Prelnj)
Solvent A Washes (PostInj)
sent A Volume

...vent B Washes (Prelnj)
Solvent B Washes (PostInj)
Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He

Helium Conservation Controlled
Mode

Heater

Pressure

B 1l Flow
. jium Purge Flow

Pre—Run Flow Test
Gas Saver

Split Ratio

Split Flow

Linexr

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre—Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

MS280IS0.M Tue Apr 04 09:17:55 2023

=
o

‘v

[l &
=

=]
=

uL

nL

OO 0O WO OWwOooR

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Ooff

Split

On 250 °C

On 17.5 psi

On 44,958 mL/min

Oon 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

41.136 mL/min
A Liner has not been selected.

Ooff

Split

On 250 °C

On 8.5 psi

On 74.698 mL/min
On 3 mL/min

Off

Off

50 :1

70.292 mL/min

A Liner has not been selected.

On
0.82271 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions

Heater

ggépmn lock
)

(e
(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column Outlet Pressure

Detector FID
Makeup
Heater
H2 Flow
Air Flow
Makeup Flow
Carrier Gas Flow Correction
Flame
Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:
Description

MS280ISO.M Tue Apr 04 09:17:55 2023

Agilent 190915-602
HP-1MS
-60 °C—325 °C (350 °C)

12.5 m x 200 uym x 0.33 um (Calibrated)

Oven

Unlocked

Front SS Inlet He
MSD

280 °C

17.5 psi

0.82271 mL/min
55.81 cm/sec
0.37329 min
Constant Flow

On
8.5 psi
2.8778 psi

Agilent 19091S-913
-60 °C—325 °C (350 °C)
15 m x 320 pym x 0.25 um (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

280 °C

8.5 psi

1.4058 mL/min

41.363 cm/sec

0.6044 min

Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Ooff

Off

on

280 °C

None

Page: 4



Signal #2:
Description

Signal #3:

QgQSription
/

v-ynal #4:

Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
83.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

CORET T

TUNE PARAMETERS for SN: US2246MS10

EMISSION
ENERGY

REPELLER
IONFOCUS

ENTRANCE_LENS

EMVOLTS

AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY

ENTLENSOFFSET

Ion_Body

EXTLENS
MASSGAIN
MASSOFFSET

913.2
1.00

None

None

None

None

None

None

None

Actual EMV

GAIN FACTOR

END OF TUNE PARAMETERS

MS280IS0O.M Tue Apr 04 09:17:55 2023

Page:
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\MS280ISO.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutolIntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search Minimum Quality

0:\Instrument Libraries\Current\TBI_DRUG.L O
Q:\Instrument Libraries\Current\SWGDRUG 3.12.L 0
O:\Instrument Libraries\Current\CaymanSpectralLibrary.L
Integration Events: Autolntegrate

Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

MS280IS0O.M Tue Apr 04 09:17:55 2023 Page:



Output Destination

Screen: Yes
Printer: No
File: No

ierate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

*+* Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 09:17:58 2023

MS280ISO.M Tue Apr 04 09:17:55 2023 Page:
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File

Operator
Acquired
Instrument :
Sample Name:
Misz-Info
vi:  umber: @

Abundance
21000
20000
19000

18000

Stringbean

17000

16000

15000

14000

13000

12000

11000

10000

9000

8000

using AcgMethod MS280ISO.M

GCMS CAL STD MIX BLANK MS280ISO
: MECH

:X:\2023\IB\04-19-23\GCMS CAL STD MIX BLANK MS2801S0.D
Isabella Barnett
19 Apr 2023 11:01

TIC: GCMS CAL STD MiX BLANK MS2801SO.D\data.ms
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File
Operator
Acquired

Instrument :

Sample Name:
Misec Info
Vii

Jmber: @

Abundance

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000

Pnie—>
Abundance

80000

70000

60000

50000

40000

30000

20000

10000

Tind=—=

: MEOH,

Stringbean

Hydrocodone

:X:\2023\IB\04-19-23\GCMS CAL STD MIX MS280IS0.D
: Isabella Barnett
: 19 Apr 2023 11:23

using AcgMethod MS280IS0.M

GCMS CAL STD MIX MS280ISO
Exp. ©3-20-24

TIiC: GCMS CAL STD MIX MS280ISO.D\data.ms

42.0

- 200 300 400 500 6.00 7.00 8.00 9.00

59.1

96.1

TR It . FEL o ) B e Lo i

e e B i o i

T

L0 2 T |

1000 1100 1200 13.00 14.00 1500 1600 1700 18.00 1900

Scan 62 (1.193 min): GCMS CAL STD MIX MS2801SO.D\data.ms
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File 1X:\2023\IB\04-19-23\Testosterone Acetate STD BLANK MS288IS50.D
Operator : Isabella Barnett

Acquired : 19 Apr 2023 11:53 using AcqMethod MS280ISO.M

Instrument : Stringbean

Sample Name: Testosterone Acetate STD BLANK MS280I50
Mis~ Info : MEOH

Vi

Jmber: ©

Abundance TIC: Testosterone Acetate STD BLANK MS2801SO.Didata.ms
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| pne--=

Abundance Scan 138 (1.323 min): Testosterone Acetate STD BLANK MS2801SO.D\data.ms
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File

Operator
Acquired

:X:\2023\IB\@4-19-23\Testosterone Acetate STD MS280ISO.D
: Isabella Barnett
: 19 Apr 2023 12:16

Instrument :

Sample Name:
Mis~

Vi

nfo

umber: ©

Abundance

Time--=

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

Abundance

MmiZ—-=

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

Stringbean

Testosterone Acetate

using AcgMethod MS286IS0.M

Testosterone Acetate STD MS280ISO
: MEOH,Sigma,Lot19F0299,Exp.02-06-14

TIC: Testosterone Acetate STD MS280ISO.D\data.ms

=TT

TYllltuunIIlllltrY

L B LN LR SR

200 300 4.00 500 6.00 700 8.00 9.00

91.0

67.0
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Scan 512 (1.962 min): Testosterone Acetate STD MS2801SO.D\data.ms

1241

WAt

1471

55.0

140 160

185.0
206.%

2281

2451

270.0

288.

1

L 1
T

330.1

354.8

Ir
|||:|-.

T

428.8

T T T

||| I1|J|
i W

|||1-|

li e
180 200 220 240 260 280 300 320 340 380 380 400 420

77771



METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\MS100TR.M

V“jhod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro

(
(
(
(X
(X
(
(

Method Comments:
This is a manual injection MS 100-280 / 6 minute method.

END OF METHOD CONTROL PARAMETERS

MS100TR.M Tue Apr 04 09:23:51 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file D:\MassHunter\GCMS\1\methods\MS100TR.M

Tune file ATUNE.U

Ion source EI

‘Source temperature (°C) 230

Quad temperature (°C) 150

Fixed Electron energy (eV) 70.0

Acquisition Type Scan

Stop time (min) 10.00

Solvent delay (min) 1.00

Trace Ion Detection False

Gain Factor 1

EM Saver False

EM Saver Limit N/A

Scan Time Segments

Time Start Mass End Mass Threshold Scan Speed
1.00 40 550 150 6,250 [N=0]

Timed Events

Time %Type of Event :Parameter

Real-Time Plots

Type of Plot Label Low Mass High Mass

Total Ion N/A N/A N/Aw

Spectrum N/A N/A N/A

Extracted Ion Scan 1-1 40 5‘50

Self-Cleaning Ion Source Parameters

Mode No Cleaning

"':':‘-Agilent § e wes Page 1




INSTRUMENT CONTROL PARAMETERS:

Stringbean

D:\MassHunter\GCMS\1\methods\MS100TR.M
Tue Apr 04 09:23:52 2023

rol Information

Sample Inlet :
Injection Source :
Mass Spectrometer S

No Sample Prep method has

GC
Manual
Enabled

been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

Max Temperature

M ~imum Temperature Override
Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (Prelnj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PreInj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInij)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

Solvent Wash Mode

MS100TR.M Tue Apr 04 09:23:51 2023

6.0014 min
0 min

On

100 °C
1 min
50 °C

70 °C/min
280 °C
2.43 min

0.25 min
350 °C

Disabled
Disabled

—
o
=
[l
=

]
=

pL

pL

QO MO VOO WO O

min

0 min

300 pL/min
3000 uL/min
300 pL/min
3000 pL/min
6000 uL/min
1 sec
Disabled
Standard
0.5 uL

A, B

Page:



Back Injector
Syringe Size
Injection Volume
Solvent A Washes (PrelInj)
Sclvent A Washes (PostInj)
vent A Volume

L..vent B Washes (Prelnj)
Solvent B Washes (PostInj)
Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time .(PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
Pressure
™ ™~al Flow

xum Purge Flow
Pre—-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He

Helium Conservation Controlled
Mode '
Heater

Pressure

Total Flow

Septum Purge Flow

Pre—-Run Flow Test

Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

MS100TR.M Tue Apr 04 09:23:51 2023

[
o

r

(i =
[

b
=

pL

pL

OO WOOwWwWOoOOoRr

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 uL/min
0 sec
Disabled
Standard
0.2 uL

A, B

Sample overlap is not enabled

Pause for user interaction

off

Split

on 250 °C

On 8.5 psi

On 45.194 mL/min

On 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

41.367 mL/min
A Liner has not been selected.

Off

Split

on 250 °C

On 8.5 psi

On 141.9 mL/min
On 3 mL/min

Off

Off

50 :1

136.18 mL/min

A Liner has not been selected.

Oon
0.82733 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions

Heater

Column lock

(SR
(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

Out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column Outlet Pressure

jl Detector FID
Makeup
Heater
H2 Flow
Air Flow
Makeup Flow
Carrier Gas Flow Correction
Flame
Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)}

Signals
Signal #1:
Description

MS100TR.M Tue Apr 04 09:23:51 2023

Agilent 190918-602
HP-1MS
-60 °C—325 °C (350 °C)

12.5 m x 200 pm x 0.33 pm (Calibrated)

Oven

Unlocked

Front SS Inlet He
MSD

100 °C

8.5 psi

0.82733 mL/min
52.55 cm/sec
0.39644 min
Constant Flow

On
8.5 psi
2.8778 psi

Agilent 1909135-913
-60 °C—325 °C (350 °C)

15 m x 320 pm x 0.25 pm (Calibrated)

Oven

Unlocked

Back SS Inlet He
Back Detector FID
100 °C

8.5 psi

2.7236 mL/min
54.059 cm/sec
0.46246 min
Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off

On

280 °C

None

Page:



Signal #2:
Description

Signal #3:
Description

.,._.Jnal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
83.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

TUNE PARAMETERS for SN: US2246MS10

EMISSION
ENERGY

REPELLER
IONFOCUS

ENTRANCE LENS

EMVOLTS

AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY

ENTLENSOFFSET

Ion_Body

EXTLENS
MASSGAIN
MASSOFFSET

913.2
1.00

None

None

None

None

None

None

None

Actual EMV

GAIN FACTOR

END OF TUNE PARAMETERS

MS100TR.M Tue Apr 04 09:23:51 2023
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\MS100TR.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutoIntegrate
Generate Report During Run Method:

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search

Integration Events: Autolntegrate
Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method:

Quantitative Report Settings

Report Type: Summary

MS100TR.M Tue Apr 04 09:23:51 2023

No

Minimum Quality

0:\Instrument Libraries\Current\TBI_DRUG.L 0
0:\Instrument Libraries\Current\SWGDRUG 3.12.L 0
0:\Instrument Libraries\Current\CaymanSpectrallibrary.L

No

Page:
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Output Destination

Screen: Yes
Printer: No
File: No

?")erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

**+ Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 09:23:53 2023

MS100TR.M Tue Apr 04 09:23:51 2023 Page:
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File

Operator
Acquired
Instrument :

Sample Name:

Mise.Info

Vi,

umber:

Abundance

Vi i8>
Abundance

Nz Z—>

:X:\2023\IB\04-19-23\GCMS CAL STD MIX BLANK MS1006TR.D

Isabella Barnett

19 Apr 2023 14:12
Stringbean

: MEOH

(<

9000

8000

7000

6000

5000

4000

3000

2000

1000

2600

2400

2200

2000

1800

1600

1400

1200

1000

800

600

400

200

0

using AcqMethod MS100TR.M

GCMS CAL STD MIX BLANK MS100TR

TIC: GCMS CAL STD MIX BLANK MS100TR.D\data.ms

43.

LN TR |

120 140 1.60 180 200 220 240 260 280 300 320 3.40 3.60 380 4.00 4.20 4.40 4.60 480 500 5.20 5.40 5.60 580

..... T RN EEL B (U R UL LR S mUn s R AT UL e RN LIS AL LI |

Scan 1490 (3.632 min): GCMS CAL STD MiX BLANK MS100TR.D\data.ms

148.9

206.7

280.8

LB LB S

T

40 50 60 70 80 90

L L | L L B B N B el AR REEEE B L1 L0 UL T T L L e

100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280



File :X:\2023\IB\04-19-23\GCMS CAL STD MIX MS100TR.D Oak/
Operator : Isabella Barnett

Acquired : 19 Apr 2023 14:20 using AcgMethod MS100TR.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX MS100TR

Misc Info : MEOH, Exp.03-20-24

Vii umber: 0

Abundance TIC: GCMS CAL STD MIX MS100TR D\data.ms

3500000
3000000
2500000
2000000

1500000

fethidine

1000000

500000

\
TTTT I T I T[T T I T[T T [T i[Trs LB e L L L SN DAL B LAY LU R

120 140 1.60 1.80 2.00 2.20 240 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00 420 440 460 480 500 520 5.40 5.60 5.80

1o iB==>

Ablpdance Scan 1284 (3.280 min): GCMS CAL STD MIX MS100TR.D\data.ms
7

400000
350000
300000
250000

200000

1721 2471

42.0

150000 57.0 103.0

910 218.1
100000 T

131.1
LI

50000 ok

440 158.1 190.1
I ! 202.1 |
| |

LI B LRI o LR LR

| | l.. L ] Ll |”|‘| 1
Tt HH
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File
Operator
Acquired

Instrument :
Sample Name:
: MEOH, Exp.03-20-24

Miggglnfo
Vii

Abundance

3500000

3000000

2500000

2000000

1500000

1000000

500000

e i8>
Abundance

350000

300000

250000

200000

150000

100000

50000

>

L

gmber:

Stringbean

:X:\2023\IB\04-19-23\GCMS CAL STD MIX MS100TR.D
: Isabella Barnett
: 19 Apr 2023 14:20

using AcgMethod MS10@@TR.M

GCMS CAL STD MIX MS10@eTR

(]

TIC: GCMS CAL STD MIX MS100TR .D\data.ms

/000//'7,6

42.0

50 680

0

30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240

YT TR

1 20 1 40 1.60 1.80 2.00 2. 20

82.1

L L L L
1 1

240 2.60 2.80 3.00 320 340 3.60

TY T LA RULRLE ) FLILELA R LB B LR L T T IR

3.80 400 420 440 460 480 5.00 5.20 5.40 5.60 5.80

Scan 1857 (4.259 min); GCMS CAL STD MIX MS100TR.D\data.ms

18

94.1

=B
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I e 1660
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File :X:\2023\IB\0P4-19-23\GCMS CAL STD MIX MS10@TR.D W/
Operator : Isabella Barnett
Acquired : 19 Apr 2023 14:20 using AcqMethod MS10@TR.M

Instrument : Stringbean

Sample Name: GCMS CAL STD MIX MS100TR
Misc Info : MEOH, Exp.03-20-24

Vi imber: 0

Abundance TIC: GCMS CAL STD MIX MS100TR.D\data.ms

3500000
3000000
2500000
2000000

1500000

Hydmcwé/ze:

1000000

500000

\
TTTT T T TTTT LB e e e ) B R R RIS LSRR SIS UL | BRI BB LB TR LA 10 0 L R LI TR LB Iy L

1.20 1.40 160 180 2.00 2.20 2.40 2.60 2.80 3.00 320 3.40 3.60 3.80 4.00 4.20 4.40 460 480 5.00 5.20 5.40 5.60 5.80
1nei=—=>

Abugdgice Scan 2176 (4.803 min): GCMS CAL STD MIX MS100TR.D\data.ms
208.1

300000

250000

200000
242.0

150000

100000 g6.1 115.0 s 2141

42.0 228.1
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50000
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File
Operator
Acquired

Instrument :
Sample Name:

Misc- Info

:X:\2023\IB\04-20-23\GCIR TEST SOLUTION BLANK MS100TR.D

Isabella Barnett
20 Apr 2023 13:32

¢ MEOH

Vi

Amber: 1

Abundance

18000

16000

14000

12000

10000

8000

6000

4000

2000

1 wig-—-=
Abundance

2600
2400
2200
2000
1800
1600
1400
1200
1000

800

600

400

200

Stringbean
GCIR TEST SOLUTION BLANK MS100TR

w

using AcgMethod MS100TR.M

TIC: GCIR TEST SOLUTION BLANK MS100TR.D\data.ms

TTY T FT I os

NCaD

BRI ELLILAL ) LS R ELN B

43.9

56.8

72.9

120 1.40 1.60 1.80 200 220 240 260 2.

LR B L R IR

80 3.00 3.20 3.40 360 3.80 4.00 4.20 440 460 4.80 5.00 5.20 540 560 580

TTTTT I T TT T T[T TTTT

U LR R

Scan 1563 (3.757 min): GCIR TEST SOLUTION BLANK MS100TR.D\data.ms
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File :X:\2023\IB\04-20-23\GCIR TEST SOLUTION MS1@@TR.D
Operator : Isabella Barnett

Acquired : 20 Apr 2023 13:43 using AcgMethod MS10@TR.M
Instrument : Stringbean

Sample Name: GCIR TEST SOLUTION MS100TR
Misc Info : MEOH, Exp. 04-20-24
Vii imber: 1

FASMIRGAREE TIC: GCIR TEST SOLUTION MS100TR.D\data.ms
2.26+07

2e+07
1.8e+07
1.6e+07
1.4e+07

1.2e+07

Amphefomine

1e+07

8000000

6000000

4000000

2000000

LA
Tt L s B LR SR S SIS LS SR UL UL R I U LB B L I L (LU

) 120 140 1.60 180 200 2.20 2.40 2.60 280 3.00 3.20 3.40 3.60 3.80 4.00 420 440 460 480 5.00 5.20 5.40 5.60 5.80
ol ——

Abundance Scan 338 (1.665 min): GCIR TEST SOLUTION MS100TR.D\data.ms
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File

Operator : Isabella Barnett
Acquired : 20 Apr 2023 13:43
Instrument : Stringbean

Sample Name: GCIR TEST SOLUTION MS1@0TR
Misc Info : MEOH, Exp. 04-20-24
Vi¢ mber: 1

Abundance
2.2e+07

2e+07

1.8e+07

;a%éfiiﬁﬁﬂzﬁeeg

1.6e+07

1.4e+07

1.2e+07

1e+07

8000000

6000000

4000000

2000000

:X:\2023\IB\94-20-23\GCIR TEST SOLUTION MS10@TR.D

using AcgMethod MS100TR.M

TIC: GCIR TEST SOLUTION MS100TR.D\data.ms

A

TTTT T TTTTTT T 7T
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File :X:\2023\IB\04-20-23\GCIR TEST SOLUTION MS100TR.D

Operator : Isabella Barnett
Acquired : 20 Apr 2023 13:43 using AcgMethod MS100TR.M
Instrument : Stringbean

Sample Name: GCIR TEST SOLUTION MS1@0TR
Misc-Info : MEOH, Exp. 04-20-24
vie  lumber: 1

AbLASaNES TIC: GCIR TEST SOLUTION MS100TR.D\data.ms
2.2e+07

2e+07
1.8e+07
1.6e+07
1.4e+07

1.2e+07

Meﬁvom/a/ée orurne,

1e+07

8000000

6000000

4000000

2000000
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I ne=—==
Abundance Scan 455 (1.864 min): GCIR TEST SOLUTION MS100TR Didata.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\l\methods\MS200TR.M

V”jhod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro =
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro

Method Comments:
This is a manual injection MS 200-280 / 6 minute method.

END OF METHOD CONTROL PARAMETERS

MS200TR.M Tue Apr 04 09:29:35 2023

Page:

1



Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Sburée temberéturé (é’C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type

Stop time (min)

SolwventA \delvay (min)
Traéé Ion Détectioﬁ
Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Time Start Mass
1.00

Timed Events
Time

Real-Time Plots
Type of Plot
TO'Ea| Ioﬁ\ :
Spectrum
Extracted Ion

D:\MassHunter\GCMS\1\methods\MS200TR.M
ATUNE.U
EI

230

150
70.0
Scan
10.00
1.00
False

1

False
N/A

End Mass Threshold Scan Speed
40 550. 150 6,250 [N=0]

Type of Event \Parameter

Self-Cleaning Ion Source Parameters

Mode

Label Low Mass High Mass
N/A N/A N/A
N/A N/A N/A
Scan 1-1 40 550
” ZNo éleaniﬁé

Page 1



INSTRUMENT CONTROL PARAMETERS: Stringbean

D:\MassHunter\GCMS\1\methods\MS200TR.M

Tue Apr 04 09:29:36 2023

trol Information

Sample Inlet : GC
Injection Source : Manual
Mass Spectrometer : Enabled

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

Max Temperature

M Nimum Temperature Override
Fan

ALS

Front Injector

Syringe Size

Injection Volume

Solvent A Washes (PrelInj)

Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PrelInj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

Ll Airgap

Solvent Wash Mode

MS200TR.M Tue Apr 04 09:29:35 2023

6.0029 min
0 min

Oon

200 °cC
1 min
50 °C

70 °C/min
280 °C
3.86 min

0.25 min
350 °C

Disabled
Disabled

=
o
b=
HE
=

=
[

pL

uL

OO MOOVWOOWO O

min

0 min

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 pL/min
1 sec
Disabled
Standard
0.5 uL

A, B

Page:



Back Injector
Syringe Size
Injection Volume
Solvent A Washes (PrelInj)
Selvent A Washes (PostInj)
vent A Volume

. .vent B Washes (PrelInj)
Solvent B Washes (PostInj)
Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInij)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
Pressure
w 1 Flow

JLtum Purge Flow
Pre-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

MS200TR.M Tue Apr 04 09:29:35 2023

i
o
‘v
HE
=

=
=

nL
pL

min

min

300 uL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 pL

A, B

OO NN VDOOVDOOVOOR

Sample overlap is not enabled

Pause for user interaction

Off

Split

on 250 °C

On 13.5 psi

Oon 44.838 mL/min

Oon 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

41.017 mL/min
A Liner has not been selected.

Off

Split

on 250 °C

On 13.5 psi

On 170.58 mL/min
Oon 3 mL/min

Off

Off

50 :1

164.3 mL/min

A Liner has not been selected.

On
0.82034 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions

Heater

Column lock

(O

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column Outlet Pressure

; )( Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:
Description

1

-/

MS200TR.M Tue Apr 04 09:29:35 2023

Agilent 19091S8-602
HP-1MS
-60 °C—325 °C (350 °C)

12.5 m x 200 pm x 0.33 pm (Calibrated)

Oven

Unlocked

Front SS Inlet He
MSD

200 °C

13.5 psi

0.82034 mL/min
54.354 cm/sec
0.38329 min
Constant Flow

Oon
13.5 psi
2.8778 psi

Agilent 19091S-913
-60 °C—325 °C (350 °C)

15 m x 320 pym x 0.25 pm (Calibrated)

Oven

Unlocked

Back SS Inlet He
Back Detector FID
200 °C

13.5 psi

3.2859 mL/min
71.909 cm/sec
0.34766 min
Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off

On

280 °C

None

Page:



Signal #2:
Description

Signal #3:
Description

w-gynal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
83.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE_LENS
EMVOLTS
913.2
1.00
AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ton_Body
EXTLENS
MASSGAIN
MASSOFFSET

None

None

None

None

None

None

None

Actual EMV
GAIN FACTOR

END OF TUNE PARAMETERS

MS200TR.M Tue Apr 04 09:29:35 2023
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\MS200TR.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutoIntegrate
Generate Report During Run Method:

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search

Integration Events: Autolntegrate
Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method:

Quantitative Report Settings

Report Type: Summary

MS200TR.M Tue Apr 04 09:29:35 2023

Minimum Quality
0:\Instrument Libraries\Current\TBI_DRUG.L O
Q:\Instrument Libraries\Current\SWGDRUG 3.12.L O
0:\Instrument Libraries\Current\CaymanSpectralLibrary.L

No

Page:
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Output Destination

Screen: Yes
Printer: No
File: No

.erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

**%* Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 09:29:38 2023

MS200TR.M Tue Apr 04 09:29:35 2023 Page:
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File :X:\2023\IB\04-19-23\GCMS CAL STD MIX BLANK MS20@TR.D
Operator . Isabella Barnett

Acquired : 19 Apr 2023 13:50 using AcgMethod MS200TR.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX BLANK MS200TR
Mis¢<Ipfo : MEOH
Vi Jmber: ©

ABLIGSTES TIC: GCMS CAL STD MIX BLANK MS200TR.D\data.ms
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File :X:\2023\IB\04-19-23\GCMS CAL STD MIX MS2@0TR.D

Operator : Isabella Barnett
Acquired : 19 Apr 2023 14:04 using AcqMethod MS200TR.M
Instrument : Stringbean

Sample Name: GCMS CAL STD MIX MS200TR
Misce—Info : MEOH, Exp.@3-20-24
Vi{;ﬁ\ﬁmber: ]

4blngancs TIC: GCMS CAL STD MIX MS200TR.D\data.ms

3500000
3000000
2500000
2000000
1500000

1000000

ethichne

500000

B8 3 U T T 0 O L 0 TR R e IR R B e U B U AL R UL U AR DN BARES AR R LR LR
T I T | " | I I
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| ung--=
Abundance Scan 165 (1,369 min): GCMS CAL STD MIX MS200TR.D\data.ms
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File
Operator
Acquired

Instrument :
Sample Name:
: MEOH,

Misc—Info

: 19 Apr 2023 14:04

Stringbean
GCMS CAL STD MIX MS200TR

Vi

Jmber: @

Abundance

3500000

3000000

2500000

2000000

1500000

1000000

500000

Exp.©3-20-24

:X:\2023\IB\04-19-23\GCMS CAL STD MIX MS20@TR.D
: Isabella Barnett

using AcgMethod MS200TR.M

TIC: GCMS CAL STD MIX MS200TR.D\data.ms

(ocame

T

1urie-->
Abundance

160000

140000

120000

100000

80000

60000

40000

20000

GT

nuz—=

42.0

84.

LA SLULRLACRY RLELRURLY T

s
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T e
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Scan 732 (2.337 min): GCMS CAL STD MIX MS200TR.D\data.ms

94.0

122.0

1p8.0

152.0 1661
139.9

182.1

198.1 272.1

222.0 2441 2589

TTTTTTI T

303.0

st L ||||
vt

.”.“.“i_.

_ Hﬁ. |I|..|I

0 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310

!
T

I|||I § I T 2w o o O O N L NN B A0 2 N 00 0 B L LB NL BN JNLNL LI ) TrrJvrrrs
1 I I [ | B [ |

....... T



File

Operator
Acquired

1X:\2023\IB\04-19-23\GCMS CAL STD MIX MS200TR.D

: Isabella Barnett

: 19 Apr 2023 14:04
Stringbean

Instrument :

Sample Name:
Misr Info

Vii

Jmber: ©

Abundance

Tung--=

3500000

3000000

2500000

2000000

1500000

1000000

500000

Abundance

mi&-—->

200000

180000

160000

140000

120000

100000

80000

60000

40000

20000

Lo ]

: MEOH,

using AcgMethod MS200TR.M

GCMS CAL STD MIX MS200TR
Exp.03-20-24

TIC: GCMS CAL STD MiX MS200TR.D\data.ms

Hyadrocactree

YT T T

42.0

TT YT

59.1

TTTT

82.0

TTTTYY

96.1

LT R BN IR

120 140 1.60 1.80 2.00 220 240 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00 4.20 4.40 4.60 4.80 500

LI e L

T

L

UL L

Scan 1035 (2.855 min): GCMS CAL STD MIX MS200TR.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\ASMSDRUGS100.M
f"\hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro

Method Comments:
This is an autosample MS 100-280 / 10 minute method.

END OF METHOD CONTROL PARAMETERS

ASMSDRUGS100.M Tue Apr 04 07:58:16 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Self-Cleaning Ion Source Parameters

‘Mode No Cleaning

3 Agilent T e Arttaes

Method file D:\MassHunter\GCMS\1\methods\ASMSDRUGS100.M

Tune file ATUNE.U

Ion source El

Source temperature (°C) 230

Quad temperature (°C) 150

Fixed Electron energy (eV) 70.0

Acquisition Type Scan

Stoptime (min)  10.00

Solvent delay (min) 1.00

Trace Ion Detection False

Gain Factor 1

‘EM Saver False

EM Saver Limit N/A

Scan Time Segments

Time Start Mass End Mass Threshold Scan Speed
1.00 40 550 150 6,250 [N=0]

Timed Events

Time , %Type of Evgnt ‘Parameter

Real-Time Plots

.Type of Plot Label Low Mass -High Mass

Total Ion N/A N/A N/A

Spectrum N/A N/A N/A

Extracted Ion Scan 1-1 40 1550

Page 1



INSTRUMENT CONTROL PARAMETERS:

Stringbean

D:\MassHunter\GCMS\1\methods\ASMSDRUGS100.M

Tue Apr 04 07:58:17 2023

“rol Information

Sample Inlet : GC
Injection Source : GC ALS
Injection Location: Front

Mass Spectrometer Enabled

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time
M  Temperature

Aimum Temperature Override
Slow Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (PreInj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (Prelnj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

ASMSDRUGS100.M Tue Apr 04 07:58:16 2023

10.001 min
0 min

On

100 °C
1 min
50 °C

70 °C/min
280 °C
6.43 min

0.25 min
350 °C

Disabled
Disabled

-
o
=
He
=

=
(=]

uL
pL

min

min

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 pL/min
1 sec
Disabled
Standard
0.5 pL

QO ORFRPEENNEDNDNDRE

Page:



Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

Selvent A Washes (PreInj)
yent A Washes (PostInj)

~..-vent A Volume

Solvent B Washes (PrelInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)

Solvent Wash Draw Speed

Solvent Wash Dispense Speed

Sample Wash Draw Speed

Sample Wash Dispense Speed

Injection Dispense Speed

Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Contrclled
Mode
Heater
T ssure

1 Flow
Septum Purge Flow
Pre—-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Linex

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

ASMSDRUGS100.M Tue Apr 04 07:58:16 2023

A, B

10 pL

o
=
=

=
=

VWO OO O ®O
= =
= [

o
=]
[
=,

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 upL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 uL

A, B

Sample overlap 1s not enabled

Pause for user interaction

Ooff

Split

On 250 °C

On 8.5 psi

Oon 45.194 mL/min

on 3 mL/min

Ooff

On 20 mL/min after 3 min
50 :1

41.367 mL/min
A Liner has not been selected.

Off

Split

On 250 °C

On 8.5 psi

Oon 141.9 mL/min
Oon 3 mL/min

Off

Off

50 :1

136.18 mL/min

A Liner has not been selected.

On
0.82733 mL/min
1 mL/min

Page:
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Column Information
Description
Temperature Range
Dimensions
Heater

umn lock
out
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

c ﬁrmn Outlet Pressure

Back Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:

ASMSDRUGS100.M Tue Apr 04 07:58:16 2023

Agilent 19091S-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 um x 0.33 pm (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

100 °c

8.5 psi

0.82733 mL/min

52.55 cm/sec

0.39644 min

Constant Flow

Oon
8.5 psi
2.8778 psi

Agilent 190918-913
-60 °C—325 °C (350 °C)
15 m x 320 pm x 0.25 pm (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

100 °cC

8.5 psi

2.7236 mL/min

54.059 cm/sec

0.46246 min

Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off

On
280 °C

Page: 4



Description

Signal #2:
Description

Signal #3:
Fription

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
883.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

ASMSDRUGS100.M Tue Apr 04 07:58:16 2023

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE_LENS
EMVOLTS
913.2
1.00
AMUGAIN
AMUQOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_Body
EXTLENS
MASSGAIN
MASSOFFSET

.

None

None

None

None

None

None

None

None

Actual EMV
GAIN FACTOR

END OF TUNE PARAMETERS

Page:
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1l\methods\ASMSDRUGS100.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: Autolntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search Minimum Quality

0:\Instrument Libraries\Current\TBI_DRUG.L O
0:\Instrument Libraries\Current\SWGDRUG 3.12.L O
0:\Instrument Libraries\Current\CaymanSpectrallLibrary.L

Integration Events: Autolntegrate
Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

ASMSDRUGS100.M Tue Apr 04 07:58:16 2023

Page:



Output Destination

Screen: Yes
Printer: No
File: No

N )erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: ,0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

*%* Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 07:58:19 2023

ASMSDRUGS100.M Tue Apr 04 07:58:16 2023 Page:
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File

Operator
Acquired
Instrument :
Sample Name:
Mis~~Info

Vi Umber: 2

Abundance
22000

20000
18000
16000
14000
12000
10000

8000

6000

4000

2000 Y|

Inig—=>
Abundance

4500

4000

3500

3000

2500

2000

1500

1000

500

-
nirz-->

: 12 Apr 2023

:X:\2023\1IB\04-12-23\GCMS Cal STD Mix Blank 1.D

12:50 using AcgMethod ASMSDRUGS100.M

Stringbean

GCMS Cal STD Mix Blank 1@
: MEOH

NCSD

TiC: GCMS Cal STD Mix Blank 1.D\data.ms

T T T
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T
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- T
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Scan 1532 (3.704 min): GCMS Cal STD Mix Blank 1.D\data.ms
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File :X:\2023\IB\04-12-23\GCMS Cal STD Mix 1.D

Operator

Acquired : 12 Apr 2023 13:03 using AcgMethod ASMSDRUGS100.M
Instrument : Stringbean

Sample Name: GCMS Cal STD Mix 100
Misc~-Info : MEOH, Exp.03-20-24
Vii umber: 3

ABLOGSTES TIC: GCMS Cal STD Mix 1.D\data.ms
1.1e+07
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6000000

5000000

4000000
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2000000

1000000
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T
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Abundance Scan 1295 (3.299 min): GCMS Cal STD Mix 1.D\data.ms
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File
Operator
Acquired

Instrument :
Sample Name:
: MEOH, Exp.03-20-24

Misr-Info
Vi

Abundance

1.1e+07

1e+07

9000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

Tune-—->
Abundance

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000

N L—=>

Jmber:

: 12 Apr 2023 13:03

Stringbean
GCMS Cal STD Mix 100

3

X:\2023\1IB\@4-12-23\GCMS Cal STD Mix 1.D

using AcgMethod ASMSDRUGS100.M

TIC: GCMS Cal STD Mix 1.D\data.ms

Cocarne

T Y

200

T T

150

82.0

e
250 3.00

L) P B L

500 550 6.00 6.50

R
3.50 4.00 4.50

0= =t 2 L

7.00

T

7.50

Scan 1870 (4.281 min): GCMS Cal STD Mix 1.D\data.ms
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File

Operator
Acquired

:X:\2023\IB\@4-12-23\GCMS Cal STD Mix 1.D

12

Instrument :

Sample Name:
Misc- Tnfo

Vi

imber: 3

Abundance

Yuile-->

1.1e+07

1e+07

9000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

Abundance

Mirg—>

350000

300000

250000

200000

150000

100000

50000

Apr 2023 13:03 using AcgMethod ASMSDRUGS100.M
Stringbean

GCMS Cal STD Mix 100
: MEOH, Exp.03-20-24

TIC: GCMS Cal STD Mix 1.D\data.ms

Hydrocodone.

T

L LA I N L (IR R N o B 2 o ORI ) NI T T T T

i T
150 2.00 250 3.00 350 4.60 450 500 550 6.00 650 7.00 7

Scan 2186 (4.821 min): GCMS Cal STD Mix 1.D\data.ms
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File

Operator
Acquired
Instrument :
Sample Name:
Mis%~{nfo
Vii umber:

:X:\2023\IB\04-12-23\GCIR Test Solution Blank 1.D

12 Apr 2023 13:45
Stringbean
GCIR Test Solution Blank 100

using AcgMethod ASMSDRUGS100.M

: MEOH

4
NCAD

Ablndance TIC: GCIR Test Solution Blank 1.D\data.ms
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T
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Abundance Scan 1521 (3.685 min): GCIR Test Solution Blank 1.D\data.ms
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File
Operator
Acquired

Instrument :

1X:\2023\IB\04-12-23\GCIR Test Solution 1.D

12 Apr 2023
Stringbean

13:58

using AcgMethod ASMSDRUGS100.M

Sample Name: GCIR Test Solution 10@

Misc-Info
Vi

Abundance

2.6e+07
2.4e+07
2.2e+07
2e+07
1.8e+07
1.6e+07
1.4e+07
1.2e+07
1e+07
8000000
6000000
4000000

2000000

T e
Abundance

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

Nirz=->

umber:

: ©.5N NaOH/CHCL3,

5

Amptefarnine 3

Exp.©2-23-24

TIC: GCIR Test Solution 1.D\data.ms
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File
Operator
Acquired
Instrument
Sample Name:

12 Apr 2023 13:58
Stringbean

GCIR Test Solution 100

: ©.5N NaOH/CHCL3, Exp.@2-23-24

:X:\2023\IB\@4-12-23\GCIR Test Solution 1.D

using AcgMethod ASMSDRUGS100.M

Misc-Info
Vi umber: 5

Abundance
2.6e+07
2.4e+07
2.2e+07

2e+07
1.8e+07
1.6e+07
1.4e+07
1.2e+07
1e+07
8000000
6000000
4000000

2000000

Tail@=—>
Abundance

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Nire=—>

TIC: GCIR Test Solution 1.D\data.ms

Pheriermire

L s
T T T

e
2.|50 3.I00 3.50

T

7.00

AL R i B

B
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] |
400 450 500 550 6.00 650

Scan 411 (1.789 min): GCIR Test Solution 1.D\data.ms
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File :X:\2023\IB\@4-12-23\GCIR Test Solution 1.D QZ&b//

Operator
Acquired : 12 Apr 2023 13:58 using AcgMethod ASMSDRUGS100.M
Instrument : Stringbean

Sample Name: GCIR Test Solution 100
Misc Info : @.5N NaOH/CHCL3, Exp.02-23-24
Vi umber: 5
ABUTEE0cE TIC: GCIR Test Solution 1.D\data.ms

2.6e+07
2.4e+07
2.2e+07

2e+07
1.8e+07
1.6e+07
1.4e+07
1.2e+07

1e+07

C M@?ﬁﬁm‘ﬂﬁéfdmﬁz&

8000000

6000000

4000000

2000000
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1 o1
200 250 300 350 400 450 500 550 6.00 6.50 700 750 8.00 850 9.00 950
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o
o4

Lang—>
Abundance Scan 458 (1.869 min): GCIR Test Solution 1.D\data.ms
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File :X:\2023\1B\04-12-23\THPFF4 Mix Blank 1.D

Operator

Acquired : 12 Apr 2023 14:37 using AcgMethod ASMSDRUGS160.M
Instrument : Stringbean

Sample Name: THPFF4 Mix Blank 100
Misc Info : MEOH
Vii imber: 6

Abundance TIC: THPFF4 Mix Blank 1.D\data.ms
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File :X:\2023\IB\04-12-23\THPFF4 Mix 1.D

Operator

Acquired : 12 Apr 2023 14:50 using AcgMethod ASMSDRUGS100.M
Instrument : Stringbean

Sample Name: THPFF4 Mix 100
Misc Info : MEOH, Exp.03-22-24
Vi mber: 7

AbUNdaZ(é%OOOO TIC: THPFF4 Mix 1.D\data.ms
4000000
3500000
3000000

2500000

2000000

Tremado !

1500000

1000000

500000

A
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Abundance Scan 1546 (3.728 min): THPFF4 Mix 1.D\data.ms
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File

Operator
Acquired

:X:\2023\IB\0@4-12-23\THPFF4 Mix 1.D

: 12 Apr 2023 14:50
Stringbean

Instrument :

Sample Name:
Misc--Info

Vi

umber: 7

Abundance

1uilg--=

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Abundance

iz—>

800000

700000

600000

500000

400000

300000

200000

100000

THPFF4 Mix 160
: MEOH, Exp.03-22-24

using AcgMethod ASMSDRUGS100.M

TIC: THPFF4 Mix 1.D\data.ms
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File

Operator
Acquired

:X:\2023\IB\04-12-23\THPFF4 Mix 1.D

: 12 Apr 2023 14:50
Stringbean

Instrument :

Sample Name:

Mi§;~;§fo :
Hmber: 7

Vi

Abundance

Taie—>

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Abundance

flwe—>

220000

200000

180000

160000

140000

120000

100000

80000

60000

40000

20000

0

THPFF4 Mix 100
MEOH, Exp.@3-22-24

using AcqgMethod ASMSDRUGS100.M

TIC: THPFF4 Mix 1.D\data.ms
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File
Operator
Acquired

Instrument :
Sample Name:
: MEOH, Exp.03-22-24

Mis~—Info

Vi

Abundance

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Time-->
Abundance

700000
650000
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000
100000

50000

miz-—>

umber:

: 12 Apr 2023 14:50

Stringbean
THPFF4 Mix 100

7

:X:\2023\IB\04-12-23\THPFF4 Mix 1.D

using AcqMethod ASMSDRUGS100.M

TIC: THPFF4 Mix 1.D\data.ms
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File :X:\2023\1IB\©4-12-23\THPFF4 Mix 1.D

Operator

Acquired : 12 Apr 2023 14:50 using AcqMethod ASMSDRUGS100.M
Instrument : Stringbean

Sample Name:
Misc Info
Vii

Abundance

-t

4500000

4000000C

3500000

3000000

2500000

2000000

1500000

1000000

500000

Abundance

Mve—>

900000

800000

700000

800000

500000

400000

300000

200000

100000

THPFF4 Mix 100
: MEOH, Exp.03-22-24
ymber: 7

TIC: THPFF4 Mix 1.D\data.ms
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File :X:\2023\IB\04-12-23\Testosterone Acetate STD Blank 1.D
Operator :

Acquired : 12 Apr 2023 15:29 using AcgMethod ASMSDRUGS100.M
Instrument : Stringbean

Sample Name: Testosterone Acetate STD Blank 100
Mis~Info : MEOH
Vi. jumber: 8

ABUNCRNCE TIC: Testosterone Acetate STD Blank 1.D\data.ms
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File :X:\2023\IB\94-12-23\Testosterone Acetate STD 1.D
Operator

Acquired : 12 Apr 2023 15:42 using AcgMethod ASMSDRUGS100.M
Instrument : Stringbean

Sample Name: Testosterone Acetate STD 100
MiszInfo : MEOH,Sigma,Lot19F0299,Exp.02-06-24
Vi Jumber: 9

FlBlndance TIC: Testosterone Acetate STD 1.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\ASMSDRUGS200.M

r whod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro =
Data Acguisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =

(
(
(
(X
(X
(
( Data Analysis Post-Run Cmd/Macro

Method Comments:
This is an autosample MS 200-280 / 10 minute method.

END OF METHOD CONTROL PARAMETERS

ASMSDRUGS200.M Tue Apr 04 08:07:32 2023 Page: 1



Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type

Stop time (min)
Sﬁolvent\devlay H(min) \
Tface Ion Dete&i&ﬁ ’
Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Start Mass
1.00

Time

Timed Events

Time

Real-Time Plots
.Type of Plot
,Total Ion
Spectrum
:Ext;awucfed I;ri

; D:\MassHunter\GCMS\1\methods\ASMSDRUGS200.M

ATUNE.U

Self-Cleaning Ion Source Parameters

Mode

El
230
150
70.0
Scan
10.00
1.00
False
1
False
‘N/A
End Mass 'Threshold Scan Speed
40 550 150 6,250 [N=0]
iTypeof Event i Parameter
Label Low Mass High Mass
N/A N/A N/A
N/A N/A N/A
iScan 1-1 ‘40 550
:No Cleéning W

Page 1



INSTRUMENT CONTROL PARAMETERS:

Stringbean

D:\MassHunter\GCMS\1\methods\ASMSDRUGS200.M

Tue Apr 04 08:07:33 2023

trol Information

Sample Inlet 1 GC
Injection Source : GC ALS
Injection Location: Front

Mass Spectrometer Enabled

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

I Temperature

B mum Temperature Override
Slow Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (PreInj)

Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PrelInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

ASMSDRUGS200.M Tue Apr 04 08:07:32 2023

10.003 min
0 min

Oon

200 °C
1 min
50 °C

70 °C/min
280 °C
7.86 min

0.25 min
350 °C

Disabled
Disabled

[
o
=
HE
=

b <
[

pL

pL

OB O NN DNDNDR

min

0 min

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 pL/min
1 sec
Disabled
Standard
0.5 uL

Page:



Solvent Wash Mode

Back Injector
Syringe Size
Injection Volume

Solvent A Washes (Prelnj)
vent A Washes (PostInj)

~.-vent A Volume

Solvent B Washes (PreInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
T sure

jl Flow
Septum Purge Flow
Pre—-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre—Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

ASMSDRUGS200.M Tue Apr 04 08:07:32 2023

&
w

—
o
=
|l
=

-
=

nL

nL

OO OOVOOWOoOOoR

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

On 250 °C

On 13.5 psi

On 44.838 mL/min

On 3 mL/min

Ooff

On 20 mL/min after 3 min
50 :1

41.017 mL/min
A Liner has not been selected.

Off

Split

Oon 250 °C

On 13.5 psi

On 170.58 mL/min
Oon 3 mL/min

Off

Off

50 :1

164.3 mL/min

A Liner has not been selected.

On
0.82034 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions
geater

pmn lock
out
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

Out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

r “umn Outlet Pressure

Back Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:

ASMSDRUGS200.M Tue Apr 04 08:07:32 2023

Agilent 190915-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 pm x 0.33 um (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

200 °C

13.5 psi

0.82034 mL/min

54.354 cm/sec

0.38329 min

Constant Flow

Oon
13.5 psi
2.8778 psi

Agilent 19091S-913

-60 °C—325 °C (350 °C)
15 m x 320 um x 0.25 pm (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

200 °cC

13.5 psi

3.2859 mL/min

71.909 cm/sec

0.34766 min

Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off

On
280 °C

Page: 4



Description None

Signal #2:

Description None
gignal #3:

lg\Fription None
Signal #4:

Description None
Signal #5:
Description None
Signal #6:
Description None
Signal #7:
Description None
Signal #8:
Description None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593 : EMISSION
70.007 : ENERGY
29.720 : REPELLER
90.331 : TONFOCUS
20.181 - ENTRANCE_LENS
883.721 : EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
3335.000 : AMUGAIN
132.750 : AMUOFFSET
1.000 : FILAMENT
0.000 : DCPOLARITY
13.233 : ENTLENSOFFSET
0.000 s Ion_Body
0.000 : EXTLENS
421.000 :  MASSGAIN
-25.000 : MASSOFFSET

END OF TUNE PARAMETERS

ASMSDRUGS200.M Tue Apr 04 08:07:32 2023

Page:
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\ASMSDRUGS200.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutolIntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search Minimum Quality

0:\Instrument Libraries\Current\TBI_DRUG.L O
O:\Instrument Libraries\Current\SWGDRUG 3.12.L O
O:\Instrument Libraries\Current\CaymanSpectralLibrary.L

Integration Events: Autolntegrate
Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

ASMSDRUGS200.M Tue Apr 04 08:07:32 2023

Page:

6



Output Destination

Screen: Yes
Printer: No
File: No

lerate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

**+* Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 08:07:35 2023

ASMSDRUGS200.M Tue Apr 04 08:07:32 2023 Page:
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File :X:\2023\IB\0@4-12-23\GCMS Cal STD Mix Blank 20@.D
Operator

Acquired : 12 Apr 2023 16:20 using AcgMethod ASMSDRUGS200.M
Instrument : Stringbean

Sample Name: GCMS Cal STD Mix Blank 200
Misc. Info : MEOH

Vi

jumber: 2
Agundanee TIC: GCMS Cal STD Mix Blank 200.D\data.ms
18000
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P uiig=—=>
Ablindancs Scan 982 (2.764 min): GCMS Cal STD Mix Blank 200.D\data.ms
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Fil
Ope
Acq

e
rator
uired

:X:\2023\IB\@4-12-23\GCMS Cal STD Mix 200.D

: 12 Apr 2023 16:32

Instrument :

Sample Name:
nfo

Mis
Vi

umber: 3

Abunda

Tuig=->

Abunda

fhirg===>

nce

1e+07

9000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

nce

450000

400000

350000

300000

250000

200000

150000

100000

50000

Stringbean

GCMS Cal STD Mix 200
: MEOH, Exp.03-20-24

using AcgMethod ASMSDRUGS200.M

TIC: GCMS Cal STD Mix 200.D\data.ms
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File
Operator
Acquired

Instrument :
Sample Name:
: MEOH, Exp.03-20-24

Mlsc«\nfo

umber:

Abundance

1e+07

9000000

8000000

7000006

6000000

5000000

4000000

3000000

2000000

1000000

1iie=—==>
Abundance

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000

Hire—=

: 12 Apr 2023 16:32

Stringbean
GCMS Cal STD Mix 200

3

Cocarne

:X:\2023\IB\@4-12-23\GCMS Cal STD Mix 200.D

using AcgMethod ASMSDRUGS200.M

TIC: GCMS Cal STD Mix 200.D\data.ms
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File :X:\2023\IB\04-12-23\GCMS Cal STD Mix 200.D

Operator

Acquired : 12 Apr 2023 16:32 using AcgMethod ASMSDRUGS200.M
Instrument : Stringbean

Sample Name: GCMS Cal STD Mix 200
Mlsﬁ*{nfo : MEOH, Exp.03-20-24
umber: 3

Abundance TIC: GCMS Cal STD Mix 200.D\data.ms
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File :X:\2023\IB\04-12-23\Buprenorphine STD Blank 200.D
Operator

Acquired : 12 Apr 2023 17:09 using AcgMethod ASMSDRUGS200.M
Instrument : Stringbean

Sample Name: Buprenorphine STD Blank 200
Mis=-Info : MECH
Vii umber: 10

Abundance;sooo TIC: Buprenorphine STD Blank 200.D\data.ms
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Ablndaies Scan 950 (2.709 min): Buprenorphine STD Blank 200.D\data.ms
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File

Operator

Acquired : 12 Apr 2023 17:21
Instrument : Stringbean

Sample Name:

Buprenorphine STD 200

1X:\2023\IB\04-12-23\Buprenorphine STD 200.D

using AcgMethod ASMSDRUGS200.M

MEOH,Cerilliant, LotFE®3191903,Exp.06/24

Misp~{?fo :
Vie amber: 11

Abundance
1000000

900000
800000
700000
600000
500000
400000
300000
200000

100000

TIC: Buprenorphine STD 200.D\data.ms
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Scan 4447 (8.682 min): Buprenorphine STD 200.D\data.ms
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File :X:\2023\IB\0P4-12-23\LSD STD Blank 200.D Qégi/

Operator
Acquired : 12 Apr 2023 17:57 using AcgMethod ASMSDRUGS200.M
Instrument : Stringbean

Sample Name: LSD STD Blank 200
Miggﬁ{nfo : MEOH
Vi umber: 12

Abundance TIC: LSD STD Blank 200.D\data.ms
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Abundance Scan 953 (2.715 min): LSD STD Blank 200.D\data.ms
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:X:\2023\IB\©4-12-23\LSD STD 200.D

File

Operator

Acquired : 12 Apr 2023 18:10
Instrument : Stringbean
Sample Name: LSD STD 200

Misc Info

Vii umber: 13

Abunda

Abunda

Mie=—=>

nce
2800000
2600000
2400000
2200000
2000000
1800000
1600000
1400000
1200000
1000000
800000
600000
400000

200000

nce

280000
260000
240000
220000
200000
180000
160000
140000
120000
100000
80000
60000
40000
20000
0

using AcgMethod ASMSDRUGS200.M

: MEOH,Cerilliant,LotFE10161901,Exp.108/24

TIC: LSD STD 200.D\data.ms
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Scan 2739 (5.765 min): LSD STD 200.D\data.ms
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File :X:\2023\IB\@4-12-23\Testosterone Acetate STD Blank 200.D
Operator

Acquired : 12 Apr 2023 18:46 using AcqMethod ASMSDRUGS200.M
Instrument : Stringbean

Sample Name: Testosterone Acetate STD Blank 200
Misc Tnfo : MEOH
Vii Jmber: 8

Abundance TIC: Testosterone Acetate STD Blank 200.D\data.ms
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File :X1\2023\IB\04-12-23\Testosterone Acetate STD 200.D
Operator

Acquired : 12 Apr 2023 18:58 using AcgMethod ASMSDRUGS200.M
Instrument : Stringbean

Sample Name: Testosterone Acetate STD 200
Migﬁ«{zfo : MEOH,Sigma,Lot19F0299,Exp.02-06-24
Vi umber: 9

Abundance TIC: Testosterone Acetate STD 200.D\data.ms
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File 1X:\2023\IB\@4-12-23\Testosterone Benzoate STD Blank 20@.D
Operator

Acquired : 12 Apr 2023 19:35 using AcgMethod ASMSDRUGS200.M
Instrument : Stringbean

Sample Name: Testosterone Benzoate STD Blank 200
Misce-Tnfo : MEOH
Vii umber: 14
AEmdEes TIC: Testosterone Benzoate STD Blank 200.D\data.ms
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File 1X:\2023\IB\04-12-23\Testosterone Benzoate STD 200.D
Operator

Acquired : 12 Apr 2023 19:47 using AcgMethod ASMSDRUGS200.M
Instrument : Stringbean

Sample Name: Testosterone Benzoate STD 200
Misr Info : MEOH,Sigma,Lot49F0246,Exp.02-10-24
Vii Jmber: 15

Abundance TIC: Testosterone Benzoate STD 200.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\ASMSDRUGS60.M

v mhod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro

— e e i e e e

Method Comments:
This is an autosample MS 60-280 / 10 minute method.

END OF METHOD CONTROL PARAMETERS

ASMSDRUGS60.M Tue Apr 04 08:58:59 2023

Page:

1



Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type

Stop time (min)

Solvent delay (min)
Trace Ion Detection
Gain Factor

EM Saver

:EM Saver Limit

Scan Time Segments
Start Mass
1.00

Time

Timed Events
Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Extracted Ion

D:\MassHunter\GCMS\1\methods\ASMSDRUGS60.M

Self-Cleaning Ion Source Parameters

Mode

-Agilent  xaed s

ATUNE.U
EIl
230
150
70.0
Scan
10.00
1.00
False
1
False
N/A
End Mass . Threshold Scan Speed
40 550: 150 6,250 [N=0]
iType of Event ‘ gﬁarameter
Label Low Mass o ngh Mass
N/A N/A NA
N/A N/A N/A
Scan 1-1 40 550
iNo Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\ASMSDRUGS60.M

Tue Apr 04 08:59:00 2023

~rol Information

Sample Inlet : GC
Injection Source : GC ALS
Injection Location: Front

Mass Spectrometer : Enabled

Stringbean

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time
M~ Temperature

mum Temperature Override
Slow Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (Prelnj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (Prelnj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

ASMSDRUGS60.M Tue Apr 04 08:58:59 2023

10.003 min
0 min

On

60 °C
1 min
50 °C

70 °C/min
280 °C
5.86 min

0.25 min
350 °C

Disabled
Disabled

10 pL

N =
=
(gl

pL

> NN RN

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 pL/min
1 sec
Disabled
Standard
0.5 pL

Page:



Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

§Q vent A Washes (PrelInj)
vent A Washes (PostInj)

L..vent A Volume

Solvent B Washes (PrelInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInj)

Solvent Wash Draw Speed

Solvent Wash Dispense Speed

Sample Wash Draw Speed

Sample Wash Dispense Speed

Injection Dispense Speed

Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
T "ssure

1l Flow
Septum Purge Flow
Pre—-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Linexr

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

ASMSDRUGS60.M Tue Apr 04 08:58:59 2023

A, B

10 uL

o =
=
[

ol
=

NDODOO®WO
= s
[ [

o
=
E
S

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 uL

A, B

Sample overlap is not enabled

Pause for user interaction

off

Split

Oon 250 °C

On 6.5 psi

on 45.625 mL/min

Oon 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

41.789 mL/min
A Liner has not been selected.

Off

Split

On 250 °C

On 8.5 psi

On 171.05 mL/min
On 3 mL/min

Off

Off

50 :1

164.76 mL/min

A Liner has not been selected.

Oon
0.83578 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions
Heater

ﬂmn lock
out
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

Oout

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

c mn Outlet Pressure

Back Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:

ASMSDRUGS60.M Tue Apr 04 08:58:59 2023

Agilent 190915-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 um x 0.33 pm (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

60 °C

6.5 psi

0.83578 mL/min

51.868 cm/sec

0.40166 min

Constant Flow

On
8.5 psi
2.8778 psi

Agilent 190915-913
-60 °C—325 °C (350 °C)
15 m x 320 pm x 0.25 um (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

60 °C

8.5 psi

3.2952 mL/min

58.392 cm/sec

0.42814 min

Constant Pressure

0 psi

He

On 300 °cC

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off

On
280 °C

Page: 4



Description None

Signal #2:
Description None
Signal #3:
~ . .

xyrlptlon None
Signal #4:
Description None
Signal #5:
Description None
Signal #6:
Description None
Signal #7:
Description None
Signal #8:
Description None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593 5 EMISSION
70.007 H ENERGY
29.720 ¥ REPELLER
90.331 - TIONFOCUS
20.181 : ENTRANCE LENS
883.721 : EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
3335.000 : AMUGAIN
132.750 H AMUOFFSET
1.000 ¥ FILAMENT
0.000 3 DCPOLARITY
13.233 H ENTLENSOFFSET
0.000 y Ion_Body
0.000 H EXTLENS
421.000 : MASSGAIN
-25.000 : MASSOFFSET

END OF TUNE PARAMETERS

ASMSDRUGS60.M Tue Apr 04 08:58:59 2023 Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\ASMSDRUGS60.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: Autolntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search Minimum Quality

0:\Instrument Libraries\Current\TBI_DRUG.L O
0:\Instrument Libraries\Current\SWGDRUG 3.12.L O
O:\Instrument Libraries\Current\CaymanSpectrallibrary.L

Integration Events: Autolntegrate
Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

ASMSDRUGS60.M Tue Apr 04 08:58:59 2023

Page:
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Output Destination

Screen: Yes
Printer: No
File: No

.erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 08:59:02 2023

ASMSDRUGS60.M Tue Apr 04 08:58:59 2023 Page:
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File :X:\2023\IB\04-12-23\GCMS Cal STD Mix Blank 60.D
Operator

Acquired : 12 Apr 2023 20:28 using AcgMethod ASMSDRUGS60.M
Instrument : Stringbean

Sample Name: GCMS Cal STD Mix Blank 6@
Mis~-Info : MEOH
Vi umber: 2

Abundance TIC: GCMS Cal STD Mix Blank 60.D\data.ms
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File 1X:\2023\IB\@4-12-23\GCMS Cal STD Mix 60.D

Operator

Acquired : 12 Apr 2023 20:42 using AcgMethod ASMSDRUGS60.M
Instrument : Stringbean

Sample Name: GCMS Cal STD Mix 6@
Mise-Info : MEOH, Exp.@3-20-24
Vi }umber: 3

Abundance TIC: GCMS Cal STD Mix 60.D\data.ms
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File :X:\2023\IB\04-12-23\GCMS Cal STD Mix 60.D

Operator

Acquired : 12 Apr 2023 20:42 using AcgMethod ASMSDRUGS60.M
Instrument : Stringbean

Sample Name: GCMS Cal STD Mix 60
Mise Info : MEOH, Exp.03-20-24
Vi umber: 3

Abundance TIC: GCMS Cal STD Mix 60.D\data.ms
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Abundance Scan 2330 (5.066 min): GCMS Cal STD Mix 60.D\data.ms

1000000 tap.

900000
82.0

800000
700000
600000
500000
400000 oEE0

300000 3031

200000

42.0 198.1
272.0

100000

152.0
140.0 166.1

L | 2219 2441 2590 | 288.0

|
T e RLASAEAEEE Rarn s Rl WAL AR RS LS

30 40 50 60 70. 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 250 270 280 290 300 310

i g===



File

Operator
Acquired
Instrument :
Sample Name:
Misc Tnfo
Vi umber:

Abundance

1e+07

9000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

1urig=—=>
Abundance

350000

300000

250000

200000

150000

100000

50000

nyz--=

: 12 Apr 2023 20:42

Stringbean
GCMS Cal STD Mix 60

: MEOH, Exp.03-20-24

3

1X:\2023\IB\@4-12-23\GCMS Cal STD Mix 6@.D

using AcgMethod ASMSDRUGS60.M

TIC: GCMS Cal STD Mix 60.D\data.ms
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T
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40 60 80

LI 0 I L A

T Al T
3.00 350 400 450 500 550 600 650

96.0

T LI B e I e

g |
7.00

L |

Scan 2660 (5.630 min): GCMS Cal STD Mix 60.D\data.ms
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File :X:\2023\IB\04-12-23\GCIR Test Solution Blank 60.D
Operator

Acquired : 12 Apr 2023 21:24 using AcgMethod ASMSDRUGS60.M
Instrument : Stringbean

Sample Name: GCIR Test Solution Blank 60
Mise-Info : MEOH
Vii amber: 4

Abungance TIC: GCIR Test Solution Blank 60.D\data.ms
10000

9000
8000
7000
6000
5000

4000

3000

2000

1000 !

e L e e W L o e (e v 0 L L L WL NS R I
150 200 250 3.00 350 4.00 450 5.00 550 6.00 650 700 750 800 850 900 950
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Abundance Scan 1949 (4.416 min): GCIR Test Solution Blank 60.D\data.ms
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File

Operator

Acquired 12 Apr 2023 21:38
Instrument : Stringbean

Sample Name: GCIR Test Solution 60
Migﬁx{nfo : ©.5N NaOH/CHCL3,
Vi umber: 5

Abundance
3e+07

2.5e+07

2e+07

1.5e+07

Amphetarmine I

1e+07

5000000

L

:X:\2023\IB\04-12-23\GCIR Test Solution 60.D

using AcgMethod ASMSDRUGS60.M

Exp.02-23-24

TIC: GCIR Test Solution 60.D\data.ms

1.50 200 250

yaiie—>
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44.0
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4000000
3500000
3000000
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Scan 781 (2.421 min): GCIR Test Solution 60.D\data.ms
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File :X:\2023\IB\04-12-23\GCIR Test Solution 60.D

Operator

Acquired : 12 Apr 2023 21:38 using AcgMethod ASMSDRUGS66.M
Instrument : Stringbean

Sample Name: GCIR Test Solution 6@
Mise.Info : ©.5N NaOH/CHCL3, Exp.02-23-24

4
Vie meer‘: 5

el TIC: GCIR Test Solution 60.D\data.ms
3e+07

l

2.5e+07

Phentermine

2e+07

1.5e+07

1e+07

5000000

T T T

o o8 R "'i""l""l""‘- JBLE LB e T T e LSS T T T LTV VLR Py v e o e oy
150 200 250 3.00 350 400 4.50 500 550 600 650 7.00 750 8.00 850 900 950
Pie—==

AbMIEANES Scan 850 (2.539 min): GCIR Test Solution 60.D\data.ms
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File :X:\2023\IB\0P4-12-23\GCIR Test Solution 60.D

Operator

Acquired : 12 Apr 2023 21:38 using AcqMethod ASMSDRUGSG0.M
Instrument : Stringbean

Sample Name: GCIR Test Solution 6@
Misc Info : ©.5N NaOH/CHCL3, Exp.02-23-24
Vi umber: 5

el TIC: GCIR Test Solution 60.D\data.ms
3e+07

2.5e+07

2e+07

1.5e+07

[§ Me//?om/ée/qmzm

1e+07

5000000

S S i I o 0 L B IS RS I T IS S B

T T
150 200 250 300 350 400 450 500 550 600 650 7.00 750 800 850 9.00 950
v cie-->
Abunsiance Scan 882 (2.593 min): GCIR Test Solution 60.D\data.ms
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File :X:\2023\IB\@4-12-23\THPFF4 Mix Blank 60.D

Operator

Acquired : 12 Apr 2023 22:20 using AcgMethod ASMSDRUGS60.M
Instrument : Stringbean

Sample Name: THPFF4 Mix Blank 6@
Mis=~-Info : MEOH
Vii \Umber: 6

Abundance TIC: THPFF4 Mix Blank 60.D\data.ms
11000
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8000
7000
6000
5000

4000

3000

2000

10001, 1 LAAAKARIN

T

v T
LEO 200 2.50 &60 3.50 4.00 450 500 5.50 600 650 700 7.50 8.00 850 9.00 9.50
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1une-->
Abundance Scan 1945 (4.409 min): THPFF4 Mix Blank 60.D\data.ms
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File :X:\2023\1B\@4-12-23\THPFF4 Mix 60.D

Operator

Acquired : 12 Apr 2023 22:34 using AcgMethod ASMSDRUGS60.M
Instrument : Stringbean

Sample Name: THPFF4 Mix 60
Misc . Info : MEOH, Exp.@3-22-24
Vi wumber: 7

Abundance TIC: THPFF4 Mix 60.D\data.ms
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Abundance Scan 1981 (4.471 min): THPFF4 Mix 60.D\data.ms
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File :X:\2023\1B\04-12-23\THPFF4 Mix 60.D

Operator

Acquired : 12 Apr 2023 22:34 using AcgMethod ASMSDRUGS60.M
Instrument : Stringbean

Sample Name: THPFF4 Mix 6@
Miss Info : MEOH, Exp.03-22-24
Vi Jmber: 7

Abundance TIC: THPFF4 Mix 60.D\data.ms
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3500000

3000000

2500000

2000000

1500000
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1000000
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Abundance Scan 2643 (5.601 min): THPFF4 Mix 60.D\data.ms
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File

Operator
Acquired
Instrument :
Sample Name:
Misge-Info

: 12 Apr 2023 22:34

Stringbean
THPFF4 Mix 66

: MEOH, Exp.03-22-24

Vie

umber: 7

Abundance

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

:X:\2023\IB\04-12-23\THPFF4 Mix 60.D

using AcqMethod ASMSDRUGS60.M

TIC: THPFF4 Mix 60.D\data.ms

/Ferom
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Scan 2916 (6.067 min): THPFF4 Mix 60.D\data.ms
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File

Operator
Acquired

1X:\2023\IB\04-12-23\THPFF4 Mix 60.D

: 12 Apr 2023 22:34

Instrument :

Sample Name:
Misc . Info

Vi

jumber: 7

Abundance

Pun@e=>

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Abundance

Mird==>

600000

550000

500000

450000

400000

350000

300000

250000

200000

150000

100000

50000

0

Stringbean
THPFF4 Mix 60
: MEOH, Exp.03-22-24

using AcqMethod ASMSDRUGS60.M

N
TIC: THPFF4 Mix 60.D\data.ms N
A
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S
$
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Scan 3024 (6.252 min): THPFF4 Mix 60.D\data.ms
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File :X:\2023\1B\0@4-12-23\THPFF4 Mix 60.D

Operator

Acquired : 12 Apr 2023 22:34 using AcqMethod ASMSDRUGS60.M
Instrument : Stringbean

Sample Name: THPFF4 Mix 60
Misc Info : MEOH, Exp.03-22-24

Vi/’—\pmber: 7
Abundance TIC: THPFF4 Mix 60.D\data.ms
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Abundance Scan 3099 (6.380 min): THPFF4 Mix 60.D\data.ms
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File :X:\2023\IB\@4-12-23\Testosterone Acetate STD Blank 60.D @iﬁb/

Operator
Acquired : 12 Apr 2023 23:16 using AcqMethod ASMSDRUGS60.M
Instrument : Stringbean

Sample Name: Testosterone Acetate STD Blank 60
Misc_Info : MEOH
Vi umber: 8

Glelindancs TIC: Testosterone Acetate STD Blank 60.D\data.ms
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Abundagice Scan 1938 (4.397 min): Testosterone Acetate STD Blank 60.D\data.ms
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File

Operator
Acquired

:X:\2023\IB\04-12-23\Testosterone Acetate STD 66.D

: 12 Apr 2023 23:30

Instrument :

Sample Name:
Misc Info
umber: 9

Vil

X

i

Abundance

Tuie-=

7000000
6500000
6000000
5500000
5000000
4500000
4000000
3500000
3000000
2500000
2000000
1500000
1000000

500000

Stringbean

using AcgMethod ASMSDRUGS60.M

Testosterone Acetate STD 60
: MEOH,Sigma,Lot19F0299,Exp.02-06-24

TIC: Testosterone Acetate STD 60.D\data.ms

o
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Scan 3149 (6.465 min): Testosterone Acetate STD 60.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1\methods\ASMSDRUGSTI.M

V"jhod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro =
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post—Run Cmd/Macro
Data Analysis Post-Run Cmd/Macro

I

Method Comments:
This is an autosample MS 100-280 / 30 minute method.

END OF METHOD CONTROL PARAMETERS

ASMSDRUGSTI.M Tue Apr 04 09:05:31 2023

Page:

1



Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type
Stop time (min)

Solvent delay (min)
Trace IonADefeNCVtion
Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
.Start Mass
1.00;

Time

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
‘Extracted Ion

D:\MassHunter\GCMS\1\methods\ASMSDRUGSTIL.M

Self-Cleaning Ion Source Parameters

.Mode

. Agilent | sisn

ATUNE.U

EI

230

150

70.0

Scan

10.00

1.00

False

1

False

N/A

End Mass :Threshold
40 550
Type of Event
Label
N/A N/A
N/A N/A
Scan 1-1 40
" No Cleaning

Scan Speed
150:6,250 [N=0]

Parameter

High Mass
N/A
N/A
550

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\ASMSDRUGSTI.M

Tue Apr 04 09:05:32 2023

trol Information

Sample Inlet : GC
Injection Source : GC ALS
Injection Location: Front

Mass Spectrometer : Enabled

Stringbean

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time
N Temperature

mum Temperature Override
Slow Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (PreInj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PrelInj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

ASMSDRUGSTI.M Tue Apr 04 09:05:31 2023

30.001 min
0 min

On

100 °C
1 min
50 °C

70 °C/min
280 °C
26.43 min

0.25 min
350 °C

Disabled
Disabled

.
=]
=
HE
[

=
=

L

pL

OB O BENNDENDNDERE

min

0 min

300 uL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 uL/min
1 sec
Disabled
Standard
0.5 uL

Page:



Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

Solvent A Washes (PrelInj)
vent A Washes (PostInj)

w.«vent A Volume

Solvent B Washes (PreInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)

Solvent Wash Draw Speed

Solvent Wash Dispense Speed

Sample Wash Draw Speed

Sample Wash Dispense Speed

Injection Dispense Speed

Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
T ™~ssure

Al Flow
Septum Purge Flow
Pre-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre—Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

ASMSDRUGSTI.M Tue Apr 04 09:05:31 2023

A, B

10 uL

o
=
=

=
o}

=
=

ANDO ®O O ®O
i
=

o
=)
g
=]

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Ooff

Split

On 250 °C

On 8.5 psi

Oon 45.194 mL/min

On 3 mL/min

Ooff

Oon 20 mL/min after 3 min
50 :1

41.367 mL/min
A Liner has not been selected.

off

Split

Oon 250 °C

On 8.5 psi

On 141.9 mL/min
On 3 mL/min

Off

Off

50 :1

136.18 mL/min

A Liner has not been selected.

On
0.82733 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions
Heater

amn lock
[ R
out
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

Oout

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

& ;an OQutlet Pressure

Back Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:

ASMSDRUGSTI.M Tue Apr 04 09:05:31 2023

Agilent 190391S-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 pm x 0.33 pm (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

100 °cC

8.5 psi

0.82733 mL/min

52.55 cm/sec

0.39644 min

Constant Flow

Oon
8.5 psi
2.8778 psi

Agilent 190915-913
-60 °Cc—325 °C (350 °C)
15 m x 320 pm x 0.25 pm (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

100 °C

8.5 psi

2.7236 mL/min

54.059 cm/sec

0.46246 min

Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off

Oon
280 °C

Page: 4



Description

Signal #2:
Description

Signal #3:
~ription

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

None

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
883.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

o wa

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE_LENS
EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_Body
EXTLENS
MASSGAIN
MASSOFFSET

END OF TUNE PARAMETERS

ASMSDRUGSTI.M Tue Apr 04 09:05:31 2023
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\ASMSDRUGSTI.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutolIntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search Minimum Quality

0:\Instrument Libraries\Current\TBI DRUG.L O
0:\Instrument Libraries\Current\SWGDRUG 3.12.L O
0:\Instrument Libraries\Current\CaymanSpectrallibrary.L

Integration Events: Autolntegrate
Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

ASMSDRUGSTI.M Tue Apr 04 09:05:31 2023

Page:
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Output Destination

Screen: Yes
Printer: No
File: No

ierate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

**+* Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 09:05:33 2023

ASMSDRUGSTI.M Tue Apr 04 09:05:31 2023 Page:
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File
Operator
Acquired

Instrument :

:X:\2023\IB\@4-12-23\GCMS Cal STD Mix Blank TI.D

: 13 Apr 2023 00:31
Stringbean

using AcgMethod ASMSDRUGSTI.M

Sample Name: GCMS Cal STD Mix Blank TI

Mise-Info
Vii umber

Abundance

1

L une=—->
Abundance

?|1rz/-—>

¢ MEOH
2

oooo

9000

8000

7000

6000

5000

4000

3000

2000

1000
I

TIC: GCMS Cal STD Mix Blank Tl.D\data.ms

T T T

2.00 4.00

6.00

1800 43.9

1600
1400
1200
1000
800
600

400 95.8

72.7
200

e
800 1000 12.00 14.00

S B L e B e e e L B
16.00 18.00 20.00 22.00 24.00

Scan 2321 (5.051 min); GCMS Cal STD Mix Blank Tl.D\data.ms

206.9

146.8

2811
340.6

LI [ T T

T
26.00 28.00

429.9

0"I L

40 60 80 100

L L

TTT T LB L

T
120 140

YT

160

L o e

180 200 220 240 26

LI B T

L | |
0 280 300 320 340 360

T T

A I
380 400 420



File
Operator
Acquired

Instrument :
Sample Name:
: MEOH, Exp.03-20-24

Migpﬂlnfo
Vi.

Abundance

1e+07

9000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

1wile-->
Abundance

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

liwd=—=>

umber:

100000 ‘
0 “ll

: 13 Apr 2623 01:03

Stringbean
GCMS Cal STD Mix TI

3

Kethidine

:X:\2023\IB\04-12-23\GCMS Cal STD Mix TI.D

using AcgMethod ASMSDRUGSTI.M

TIC: GCMS Cal STD Mix Tl.D\data.ms

=TT

2.00 4. 00

42.0
57.0

600

71.

W L

800

91.0

L B |

1400

LS B B o

10.00 12.00

T
1600

1800

T T

2000

Scan 1269 (3.255 min): GCMS Cal STD Mix Tl.D\data.ms

103.0

115.0
1311

44.0

|||!III A T lI.“.

158.1

1721

190.0

.

2200

T
2400

218.1

202.1 ‘

26.00  28.00

2471

232.1

30 40 60 70

| '| -y
110 120 130 140

s
]

150 160 170

T .||;||.-

L BLELL B

180 190 200 210 220 230 240 250



File :X:\2023\IB\©4-12-23\GCMS Cal STD Mix TI.D

Operator

Acquired 13 Apr 2023 01:03 using AcqMethod ASMSDRUGSTI.M
Instrument Stringbean

Sample Name: GCMS Cal STD Mix TI
Misf~{pfo : MEOH, Exp.03-20-24
Vig umber: 3

Abundance TIC: GCMS Cal STOM

1e+07
9000000

8000000

Cocaine

7000000

6000000

5000000

4000000

3000000

2000000

1000000

ix Tl.D\data.ms

T L

e
12.00

T

14.00

LR | L T T

— R
8.00 10.00 16.0

Tine-->
Abundance

18

1400000

1200000 82.0

1000000
800000
600000 S

400000

200000 42-0

08.1 162.0 166.0

140.0

)

n|‘ . J| Iy |
I

0

LN S

T
22.00 24.00 26.00

18.00 28.00

T
20.00

Scan 1820 (4.196 min): GCMS Cal STD Mix Tl.D\data.ms

2.1

303.1

198.1
2721

| 222.0

2441 2500 [ 287.9

TITVTYT

LERE R e T T TTErTTTTT

o
miz-->

AR RRARS AL RS

LS B EE AR R R R AU LR

I 40 .50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310



File
Operator :
Acquired
Instrument :
Sample Name:
Mise Info
Vi lumber:

Abundance

1e+07

9000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

iune--=
Abundance

160000

140000

120000

100000

80000

80000

40000

20000

NuzZ=-=

: 13 Apr 2023 01:03

:X:\2023\IB\0@4-12-23\GCMS Cal STD Mix TI.D

using AcgMethod ASMSDRUGSTI.M
Stringbean
GCMS Cal STD Mix TI

: MEOH, Exp.03-20-24

3

TIC: GCMS Cal STD Mix Tl.D\data.ms

{ e u N BY [ B R A

28.00

24.00 26.00

A L B I e e R T
10.00 12.00 14.00 16.00

=5 e =

22.00

18.00 20.00

Scan 2134 (4.732 min): GCMS Cal STD Mix Tl.D\data.ms
299.1

2421

185.0 214.0

115.0
42.0 9.1 128.0

228.1

59.0

199.1 256.1 270.1 284.1

82.0

141.0 1550 1705

Jo

01 T ERECPErTE TrTe]

e :
30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300




File
Operator
Acquired

1X:\2023\IB\04-12-23\GCIR Test Solution Blank TI.D

: 13 Apr 2023 02:43
Stringbean

Instrument :
Sample Name: GCIR Test Solution Blank TI
: MEOH

MiseJnfo

Vi umber:

Abundance

1niig=->
Abundance

2>

a

8000

7000

6000

5000

4000

3000

2000

1000

1600

1400

1200

1000

800

600

400

200

using AcgMethod ASMSDRUGSTI.M

TIC: GCIR Test Solution Blank Tl.D\data.ms

T T LI I T

2. 00 4. DO 6.00 8 00

73.0

IRE B e o T L B B e B

T L S et et B T T T

A L e i
10. 00 12.00 14.00 16 00 18.00 20.00 22.00 24 00 26.00 28.00

Scan 2508 (5.370 min): GCIR Test Solution Blank Tl.D\data.ms
2086.9

280.9

190.8

L LM BT ) ML SR L

e e O N LS B L L SRR AL L R B S R R LR B

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280



File 1X:\2023\IB\@4-12-23\GCIR Test Solution TI.D Czai//

Operator
Acquired : 13 Apr 2023 03:15 using AcgMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: GCIR Test Solution TI
Misc.dInfo : ©.5N NaOH/CHCL3, Exp.02-23-24
Vii /umber‘: 5

Abundance TIC: GCIR Test Solution Tl.D\data.ms
2.8e+07
2.6e+07
2.4e+07 )
2.2e+07 AMF”(L*G e

2e+07
1.8e+07
1.6e+07
1.4e+07
1.2e+07

1e+07

8000000
6000000
4000000

2000000

l
0 . —— N UV
obo | abo 600 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 28.00
Tiig—=
Abundance Scan 349 (1.683 min): GCIR Test Solution T1.D\data.ms
441

7000000
6000000
5000000

4000000

911
3000000

2000000
65.0

1000000 1201

134.1
| e 151,9 1648 2806

....... LELELBLR BRI L LA AL R |

77.0 ‘ 1030 H]
|

[ 1 i I‘h ‘|
O s BRI v i T i DA X PETERETETVLR
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280

fiiva=—=>



File

Operator
Acquired
Instrument :
Sample Name:
Misc-Info
Vi ymber:

Abundance

2.8e+07

2.6e+07

2.4e+07

2.2e+07

2e+07

1.8e+07

1.6e+07

1.4e+07

1.2e+07

1e+07

8000000

6000000

4000000

2000000

Vnig—=
Abundance

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

liwe—=>

: 13 Apr 2023 ©3:15

:X:\2023\IB\@4-12-23\GCIR Test Solution TI.D

using AcgMethod ASMSDRUGSTI.M
Stringbean
GCIR Test Solution TI

: ©.5N NaOH/CHCL3, Exp.02-23-24

5

TIC: GCIR Test Solution Tl.D\data.ms

P henterming

T —— T
18.00 20.00

T T
8.00 10.00

12.00

0

L e e T B

14.00 16.00

| IR
2.00 4.00 6.00

22.00

T

LA B o i
24.00 26.00 28.00

Scan 412 (1.791 min). GCIR Test Solution Tl.D\data.ms

58.1

91.0

42.0 830

17.0
7.0 \
Tt J: 84.9 | | +

1y
1

134.1

128.1 146.1

1
L
15 12

‘ 51.0
0 Al | e 97.9 104.0109.8
SSSNSSSNEA | [ SS—_Y TR | AN Y D Ll

7
AR
35 40 45 50 55 60 65 70 75 80 85 90 95 100 105 110 1

4
5

BB Bl A I RN LIS e R A D L

0 125 130 135 140 145 150 155



File

Operator
Acquired
Instrument :
Sample Name:
Misc.Info

: 13 Apr 2023 03:15

Stringbean
GCIR Test Solution TI

:X:\2023\IB\@4-12-23\GCIR Test Solution TI.D

using AcqMethod ASMSDRUGSTI.M

: ©.5N NaOH/CHCL3, Exp.02-23-24

Vii umber: 5
Abundance

2.8e+07

2.6e+07

246407 s M!bﬂ’lamyhﬁ’fammz,

2.2e+07
2e+07
1.8e+07

1.6e+07

1.4e+07
1.2e+07
1e+07
8000000
6000000
4000000

2000000

TIC: GCIR Test Solution Tl.D\data.ms

0

Lng=-=
Abundance

8000000
7000000
6000000
5000000
4000000
91.1
3000000

2000000

1000000
77.0

!

LR Wl
8.00 10.00

T T T T

= ]
20.00 22.00

T
18.00

T
12.00 14.00 16.00

Scan 462 (1.876 min): GCIR Test Solution Tl.D\data.ms

1341

148.1

115.1
103.1
[1l, i

24.00

| B

T
26.00 28.00

239.9

LA L L N AL

80

’
a0

Tuz=—=>

.[ﬂ“:.,.JJHi.‘ -
170 180 190 200

100 110 120

. 167.8
SN || NS R W—— {1

130 140 150 160

LU B RO

210 220 230 240



File :X:\2023\IB\04-12-23\Buprenorphine STD Blank TI.D
Operator

Acquired : 13 Apr 2023 07:07 using AcgMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: Buprenorphine STD Blank TI
Miss.Info : MEOH
Vi lumber: 10

Gl TIC: Buprenorphine STD Blank Tl.D\data.ms
9000

8000
7000
6000

5000

4000

3000

2000

1000

T LI s e | L

77 7T T T 1T T ——T T T T
) T T T 7 T T T
2.60 4.00 6.00 8.00 10|00 12. 00 14.00 16 00 18 00 20.00 22 00 24. 00 26.00 28.00

] ||f{e-'>
Abundance s00 Scan 2333 (5.072 min): Buprenorphine STD Blank TI.D\data.ms
1 439

1400 206.9
1200
1000
800
600
282.6

400 72.7

133.0 190.7
200 264.6

Ot IR AR AR R -t R A G EE By e s et s UGS IAULAS S (LS I AR AR AN SRR B AR
7 40 50 60 70 80 90 100 110 120 130 140 150 180 170 180 190 200 210 220 230 240 250 260 270 280
niz-=>



File :X:\2023\IB\@4-12-23\Buprenorphine STD TI.D

Operator

Acquired : 13 Apr 2023 07:39 using AcgMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: Buprenorphine STD TI
Misc~Info : MEOH,Cerilliant, LotFE@3191903,Exp.06/24
Vi Jumber: 11

Albundagee TIC: Buprenorphine STD Tl.D\data.ms
600000

550000
500000
450000 Buprenorphine
400000
350000
300000
250000
200000
150000

100000

50000

T T R R AR =
2.00 4.00 6.00 800 1000 1200 1400 16.00 18.00

T e R T T T T T URELIL T e B Bt AR AR

0 . S S S S
2000 22.00 2400 2600 28.00

rune-->

Abundance Scan 5586 (10.627 min): Buprenorphine STD Ti.D\data.ms
378.2

45000
40000
35000
30000
25000, 050
20000
15000

10000 410.1 4343

5000 467.3

216.0 2431

184.9

133.9192.8
|

] Al

nyZ-—=



File

Operator
Acquired
Instrument :

Sample Name:

Misc_Info

Vi

=

‘umber:

Abundance

VadiB—>
Abundance

Mire—=

:X:\2023\IB\@4-12-23\LSD STD Blank TI.D

;13

Apr 2023 09:19 using AcgMethod ASMSDRUGSTI.M
Stringbean

LSD STD Blank TI

¢ MEOH

12

8000

7000

6000

5000

4000

3000

2000

10008

TIC: LSD STD Blank Tl.D\data.ms

1800

1600

1400

1200

1000

800

600

400

200

B B B B ENL L Bt A T T T o e B

T T S BN I B e e e
2.00 4.00 6.00 8 00 10. 00 12.00 14 00 16.00 18. 00 20.00 22.00 24.00

Scan 2158 (4.773 min): LSD STD Blank Tl.D\data.ms

206.9

[ 95.8

—
26.00 28.00

2806

TTTT T T RS LU AL LA B

G B B B A I R EEE SRR RSN REEEE R R

LB TR LY [t B

40 50 .60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280



File

Operator
Acquired
Instrument :
Sample Name:
Misrc. Info
Vifﬁ\ﬁumber:

: 13 Apr 2023 09:52
Stringbean

LSD STD TI

13

Abundance

1400000
1300000
1200000
1100000
1000000
900000
800000
700000
600000
500000
400000
300000
200000

100000

" .'ie")
Abundance

140000

120000

100000

80000

60000

40000

20000

(=]

:X:\2023\IB\©4-12-23\LSD STD TI.D

using AcqMethod ASMSDRUGSTI.M

: MEOH,Cerilliant,LotFE10161901,Exp.10/24

TIC: LSD STD Ti.D\data.ms

LSD

44.0

’ 58.0

SR SESE——
10.00 12.00 14.00 16.00

——— T
18.00 20.00 22.00

T T T T Tt

=TT =
24.00 26.00 28.00

Scan 3883 (7.719 min): LSD STD Tl.D\data.ms
22

1811

72.0

L 1 "
LRALE MR UL R

1.1

2071

323.2

0 265.1 280.1

234.9 249. 293.9307.9

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330



File :X:\2023\1IB\@4-12-23\THPFF4 Mix Blank TI.D

Operator

Acquired : 13 Apr 2023 04:55 using AcqMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: THPFF4 Mix Blank TI
Mlsc«Info : MECH
vii'  umber: 6

GBLCE0ES TIC: THPFF4 Mix Blank TI.D\data.ms

8000

7000

6000

5000

4000

3000

2000

1000

(D B B S o o B A (L S Y N B S A NN T T~

T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12 00 14.00 16.00 18 00 20. 00 22.00 2400 26.00 28.00
Lang=--=

Abundance Scan 2263 (4.952 min): THPFF4 Mix Blank T1.D\data.ms
206.8

1400 438
1200
1000
800

600 72.8

281.6

400

200

0 e R as Reaaan s L SRR RAALSLALLS L S AR ARRERRRRRE e AR S ALn e

Z} 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280
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File :X:\2023\IB\04-12-23\THPFF4 Mix TI.D Qﬁﬁy

Operator
Acquired : 13 Apr 2023 05:27 using AcgMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: THPFF4 Mix TI
Misc-Info : MEOH, Exp.93-22-24
Vi umber: 7

Abundance TIC: THPFF4 Mix Ti.D\data.ms

3000000

2500000

2000000

Tromadb/!

1500000

1000000

500000

: L Ll\NﬁL
e ) W TEL L T LT LIRS (TRARSELE T R RO | [ L T N L O

T
2.00 4.00 6. 00 8. 00 10. 00 12 00 14.00 16.00 18.00 20.00 22 00 24.00 26.00 28.00

yune-->
Abundance Scan 1540 (3.717 min): THPFF4 Mix TI.D\data.ms

1300000
1200000
1100000
1000000
800000
800000
700000
600000
500000
400000
300000
200000

100000

44.0 77.0 135.0
o0 1070 1210 | 1500 16301750 1880 2019 21812208 2480 | 2810

] | IYIPTCTRUS L {1 PP i (1O | n th
' THVT Tt T LI L T I I L] TrT T T | T T TrtT I TTT L TV T i Trr TTrTT TV T l TTITT TTT 7T TIir 7T TTTT TirT UL TErT T
I | | Ra A | 1 1 | i I | ] | 1

Tt
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 280 270 280

nifz—>



File :X:\2023\IB\@4-12-23\THPFF4 Mix TI.D gzé//

Operator
Acquired : 13 Apr 2023 05:27 using AcgMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: THPFF4 Mix TI
Misc Info : MEOH, Exp.03-22-24
Vifﬁ\\umber: 7

Abundance TIC: THPFF4 Mix Tl.D\data.ms

3000000
2500000

2000000

1500000

4-ANpp

1000000

500000

LN B LS B S (N B L LY BB LI D T p B I T T L e s v Yt 1530 T TR ATV T |

Dbo 400 600 800 1000 1200 1400 16.00 1800 20.00 22.00 24.00 2600 28.00
P ile=—=>
Abundance Scan 2181 (4.812 min): THPFF4 Mix Tl.D\data.ms
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220000
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140000
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File +X:\2023\1B\04-12-23\THPFF4 Mix TI.D

Operator

Acquired : 13 Apr 2023 05:27 using AcqMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: THPFF4 Mix TI
Misc_Info : MEOH, Exp.@3-22-24
Vi umber: 7

Abundance o TIC: THPFF4 Mix Tl.D\data.ms
Ay

£ )

3000000

2500000

2000000

1500000

1000000

500000

T T LI |

T {j o B Bt B o B e | P T T B ™ | [ T

T T T T
10.00 12.00 14.00 16.00 18.00 20.00 2200 2400 26.00 28.00

T e

; -
2.00 4.00 6.00 8.00

Vuie—=>

Abdggance Scan 2449 (5.270 min): THPFF4 Mix TI.D\data.ms
327 1

220000
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100000
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File :X:\2023\1IB\04-12-23\THPFF4 Mix TI.D

Operator

Acquired : 13 Apr 2023 05:27 using AcqMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: THPFF4 Mix TI
Misc. Info : MEOH, Exp.@3-22-24
Vi Jumber: 7

Abundance TIC: THPFF4 Mix Tl.D\data.ms

3000000

pam.- fivoro ch‘anﬂl

2500000

2000000

1500000

1000000

500000
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Vine=—=>
Abundance Scan 2554 (5.449 min): THPFF4 Mix TI.D\data.ms
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File :X:\2023\IB\@4-12-23\THPFF4 Mix TXI.D

Operator

Acquired : 13 Apr 2023 05:27 using AcgMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: THPFF4 Mix TI
Misc-Info : MEOH, Exp.03-22-24
Vi umber: 7

Abundance TIC: THPFF4 Mix Ti.D\data.ms

3000000

Ferrtariy !

2500000

2000000

1500000

1000000

500000

A
24.00 26.00

7 LA I e e e Ty T - e
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.I00 20.00 22.00 28.00

Twie—=

Abundance Scan 2636 (5.589 min): THPFF4 Mix Tl.D\data.ms
24b.1
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File

Operator
Acquired
Instrument :

Sample Name:

Mise-Info

Vie

Limber:

Abundance

Tune-->
Abundance

TirZ-—->

:X:\2023\IB\@4-12-23\Testosterone Acetate STD Blank TI.D

13 Apr 2023 11:02 using AcgMethod ASMSDRUGSTI.M

Stringbean

Testosterone Acetate STD Blank TI

: MEOH

8

9000
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7000
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500
400
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200
100

0

TIC: Testosterone Acetate STD Blank Tl.D\data.ms
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File :X:\2023\IB\04-12-23\Testosterone Acetate STD TI.D
Operator

Acquired : 13 Apr 2023 11:35 using AcgMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: Testosterone Acetate STD TI
Misc—Info : MEOH, Sigma, Lot19F@299,Exp.02-06-24
Vi umber: 9

AENNCRTE TIC: Testosterone Acetate STD Tl.D\data.ms
5000000
4500000
4000000
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Abundance Scan 2671 (5.649 min): Testosterone Acetate STD TI.D\data.ms
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File :X:\2023\IB\04-12-23\Testosterone Benzoate STD Blank TI.D
Operator :

Acquired : 13 Apr 2023 12:41 using AcgMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: Testosterone Benzoate STD Blank TI
M15r»~Tn-Fo : MEOH
\\meer‘ 14

T e TIC: Testosterone Benzoate STD Blank Tl.D\data.ms
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1600 200

1400
1200
1000

800

600
132.7

400 280.8

200 L 95.5

0 b 8 St RAARMLAAASS SAAsa RARSY LRSS WS NARS LAY DAL ARSI B S A RaY

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280

nyZ—=



File 1X:\2023\IB\©4-12-23\Testosterone Benzoate STD TI.D
Operator

Acquired : 13 Apr 2023 13:14 using AcqgMethod ASMSDRUGSTI.M
Instrument : Stringbean

Sample Name: Testosterone Benzoate STD TI

Misz-Info

: MEOH,Sigma,Lot49F0246,Exp.02-10-24

Viz /meer': 15

Abundance

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000

I nng—=
Abundance

500000
450000
400000
350000
300000
250000
200000
150000
100000

50000

TIC: Testosterone Benzoate STD Tl.D\data.ms
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Scan 5994 (11.324 min): Testosterone Benzoate STD Tl.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\ASMS280IS0.M
V*\fod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre—-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post—-Run Cmd/Macro

I

I

Method Comments:
This is an autosample MS 280 Isothermal / 20 minute method.

END OF METHOD CONTROL PARAMETERS

ASMS280ISO.M Tue Apr 04 07:39:46 2023 Page: 1



Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Elecfroﬁ wén“e:rgy ‘(eV)
Acciﬁisifion 'l"ype ’

Stop time (min)

Solvent delay (min)
Trace Ion Detection
Gain Factor

EM Saver

.EM Saver Limit

Scan Time Segments
Start Mass
1.00;

:Time

Timed Events
:Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Extracted Ion

'
:

D:\MassHunter\GCMS\1\methods\ASMS280ISO.M

Self-Cleaning Ion Source Parameters

Mode

"" : .:- 3 Agilent sl st

ATUNE.U
EI
230
150
70.0
Scan
10.00
1.00
False
1
False
‘N/A
End Mass Threshold Scan Speed
40 550 150 6,250 [N=0]
;Tygew qu\!ent ) Parameter
Label Low Mass §High Mass
N/A N/A N/A
{N/A N/A N/A
~scan 1-1 40 550
;No Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\ASMS280IS0.M
Tue Apr 04 07:39:47 2023

S
Frol Information

Sample Inlet : GC
Injection Source : GC ALS
Injection Location: Front

Mass Spectrometer : Enabled

No Sample Prep method has been assigned to thi

Stringbean

s method.

GC

GC Summary

Run Time 20 min

Post Run Time 0 min

Oven

Temperature

Setpoint On

(Initial) 280 °C

Hold Time 1 min

Post Run 50 °C

Program

#1 Rate 70 °C/min

#1 Value 280 °C

#1 Hold Time 19 min

Equilibration Time 0.25 min

M "+ Temperature 350 °C
mum Temperature Override Disabled

Slow Fan Disabled

ALS

Front Injector

Syringe Size 10 nL

Injection Volume 1 uL

Solvent A Washes (PrelInj) 2

Solvent A Washes (PostInj) 2

Solvent A Volume 4 uL

Solvent B Washes (PreInj) 2

Solvent B Washes (PostInj) 2

Solvent B Volume 4 uL

Sample Washes 1

Sample Wash Volume 8 uL

Sample Pumps 4

Dwell Time (PreInj) 0 min

Dwell Time (PostInj) 0 min

Solvent Wash Draw Speed 300 pL/min

Solvent Wash Dispense Speed 3000 puL/min

Sample Wash Draw Speed 300 pL/min

Sample Wash Dispense Speed 3000 pL/min

Injection Dispense Speed 6000 pL/min

Viscosity Delay 1 sec

Sample Depth Disabled

Injection Type Standard

L1 Airgap 0.5 pL

ASMS280ISO.M Tue Apr 04 07:39:46 2023

Page:



Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

Solvent A Washes (PrelInj)
went A Washes (PostInj)

. -vent A Volume

Solvent B Washes (PrelInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)

Solvent Wash Draw Speed

Solvent Wash Dispense Speed

Sample Wash Draw Speed

Sample Wash Dispense Speed

Injection Dispense Speed

Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He

Helium Conservation Controlled
Mode

Heater

r ~gsure
;l Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre—-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

ASMS280ISO.M Tue Apr 04 07:39:46 2023

>
w

I
o
e
Hr
4

b=
=

YOO WO OwWwOoOo

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 uL

A, B

Sample overlap is not enabled

Pause for user interaction

off

Split

Oon 250 °C

On 17.5 psi

On 44.958 mL/min

on 3 mL/min

Ooff

On 20 mL/min after 3 min
50 :1

41.136 mL/min
A Liner has not been selected.

Off

Split

on 250 °C

On 8.5 psi

On 74.698 mL/min
On 3 mL/min

Ooff

Off

50 :1

70.292 mL/min

A Liner has not been selected.

On
0.82271 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions
Heater

?mn lock
out
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

¢ “umn Outlet Pressure

Back Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:

\

7

ASMS280ISO.M Tue Apr 04 07:39:46 2023

Agilent 190915-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 pym x 0.33 pm (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

280 °C

17.5 psi

0.82271 mL/min

55.81 cm/sec

0.37329 min

Constant Flow

On
8.5 psi
2.8778 psi

Agilent 190915-913
-60 °C—325 °C (350 °C)
15 m x 320 pm x 0.25 pm (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

280 °C

8.5 psi

1.4058 mL/min

41.363 cm/sec

0.6044 min

Constant Pressure

0 psi

He

on 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off

On
280 °C

Page: 4



Description None

Signal #2:
Description None
Signal #3:

=ription None
Signal #4:
Description None
Signal #5:
Description None
Signal #6:
Description None
Signal #7:
Description None
Signal #8:
Description None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593 - EMISSION
70.007 : ENERGY
29.720 H REPELLER
90.331 : IONFOCUS
20.181 H ENTRANCE_LENS
883.721 : EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
3335.000 3 AMUGAIN
132.750 § AMUOFFSET
1.000 ; FILAMENT
0.000 H DCPOLARITY
13.233 H ENTLENSOFFSET
0.000 : TIon_Body
0.000 : EXTLENS
421.000 : MASSGAIN
-25.000 : MASSOFFSET

END OF TUNE PARAMETERS

ASMS280ISO.M Tue Apr 04 07:39:46 2023 Page: 5



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1l\methods\ASMS280IS0O.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: Autolntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search Minimum Quality

0:\Instrument Libraries\Current\TBI_DRUG.L O
O:\Instrument Libraries\Current\SWGDRUG 3.12.L 0
0:\Instrument Libraries\Current\CaymanSpectrallibrary.L
Integration Events: AutoIntegrate

Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

ASMS280IS0.M Tue Apr 04 07:39:46 2023 Page: 6



Output Destination

Screen: Yes
Printer: No
File: No

erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 07:39:49 2023

ASMS280ISO.M Tue Apr 04 07:39:46 2023 Page:
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b

File 1X:\2023\IB\04-12-23\GCMS Cal STD Mix Blank ISO.D
Operator

Acquired : 13 Apr 2023 14:23 using AcgMethod ASMS280QISO.M
Instrument : Stringbean

Sample Name: GCMS Cal STD Mix Blank ISO
Mige-Info : MEOH
Vi umber: 2

Abundancz — TIC: GCMS Cal STD Mix Blank 1SO.D\data.ms
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File 1X:\2023\IB\P4-12-23\GCMS Cal STD Mix ISO.D

Operator

Acquired : 13 Apr 2023 14:45 using AcqMethod ASMS280IS0.M
Instrument : Stringbean

Sample Name: GCMS Cal STD Mix ISO
Miss~Info : MEOH, Exp.@3-20-24

Vit umber: 3

Abundance

3500000

3000000

2500000

2000000

1500000

1000000

500000

TIC: GCMS Cal STD Mix ISO.D\data.ms

@dracaa/m

hme-->
Abundance

300000

250000

200000

150000

100000

50000
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200 3.00 4.00 500 6.00 7.00 800 9.00 1000 11.00 12.00 1300 1400 1500 1600 1700 18.00 19.00

Scan 91 (1.243 min): GCMS Cal STD Mix ISO.D\data.ms
2991
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199.0

2561 2701 284.0
141.0 155.1 170.0
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File :X:\2023\IB\@4-12-23\Testosterone Acetate STD Blank ISO.D
Operator 5

Acquired : 13 Apr 2023 15:30 using AcqMethod ASMS280IS0.M
Instrument : Stringbean

Sample Name: Testosterone Acetate STD Blank ISO
Mis=~Info : MEOH
Vi Jumber: 8

akUAggiee TIC: Testosterone Acetate STD Blank 1ISO.D\data.ms
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File

Operator
Acquired

:X:\2023\IB\@4-12-23\Testosterone Acetate STD ISO.D

: 13 Apr 2023 15:53

Instrument :

Sample Name:
Miss—Info

Vie

umber: 9

Abundance

Tine-->

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Abundance

miz-->

280000
260000
240000
220000
200000
180000
160000
140000
120000
100000

80000

60000

40000

20000

Stringbean

M

Testosterone Acetate

using AcgMethod ASMS280IS0.M

Testosterone Acetate STD ISO
: MEOH,Sigma,Lot19F0299,Exp.02-06-24

TIC: Testosterone Acetate STD ISO.D\data.ms

T

200 300 400 5.00 600

0 T T T
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Scan 527 (1.987 min): Testosterone Acetate STD 1SO.D\data.ms
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File :X:\2023\IB\04-12-23\Testosterone Benzoate STD Blank ISO.D 4%%//

Operator
Acquired : 13 Apr 2023 16:38 using AcgMethod ASMS280IS0.M
Instrument : Stringbean

Sample Name: Testosterone Benzoate STD Blank ISO
Misz-Info : MEOH
Vii umber: 14

GBLNGENES TIC: Testosterone Benzoate STD Blank ISO.D\data.ms
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207.0

3000

2500

43.9 729

2000

1500

1000 281.0

147.0

500 95.7 3407 o

118.7 176.0 248.8

0 | N R R .,(.y.,...‘,....,.... L S AR A s EmE R

I e 0 LN RN AL AR R

40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420
muz--=



File 1X:\2023\IB\04-12-23\Test

Operator

Acquired : 13 Apr 2023 17:00

Instrument : Stringbean

Sample Name: Testosterone Benzoate S
Mis~ Tnfo : MEOH,Sigma,Lot49F0246,E
Vi Jamber: 15

Abundance

2000000
1800000
1600000
1400000
1200000
1000000
800000
600000
400000

200000

osterone Benzoate STD ISO.D
using AcgMethod ASMS280IS0O.M

TD ISO
Xp.02-10-24

TIC: Testosterone Benzoate STD 1SO.D\data.ms

Testosterone Benzoate

2.00 300 400 50
Time—=>
Abundance
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500000
450000
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300000
250000
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150000
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Scan 3753 (7.497 min): Testosterone Benzoate STD 1SO.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1\methods\ASMS100TR.M

V‘\hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro =
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro
Data Analysis Post-Run Cmd/Macro

Method Comments:
This is an autosample MS 100-280 / 6 minute method.

END OF METHOD CONTROL PARAMETERS

ASMS100TR.M Tue Apr 04 07:46:36 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type

Stop time (min)

‘Solvent delay (min)
Trace Ion Detection
Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Start Mass
1.00

Time

Timed Events
Time

Real-Time Plots
Type of Plot
ToE;I AIoFl o
Spectrum
Extracted Ion

'D:\MassHunter\GCMS\1\methods\ASMS100TR.M

ATUNE.U

230
150
70.0
Scan
10.00
1.00
False
1
'False
‘N/A

End Mass
40

Type of Event

Label
N/A
N/A

Scan 1-1

Self-Cleaning Ion Source Parameters

Mode

. Agilent | wa o

Threshold {Scan Speed
550 150 6,250 [N=0]
. Parameter
Low Mass High Mass
N/A N/A
N/A N/A
40 550

:No Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\ASMS100TR.M

Tue Apr 04 07:46:37 2023

*rol Information

Sample Inlet : GC
Injection Source : GC ALS
Injection Location: Front

Mass Spectrometer : Enabled

Stringbean

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time
M ~ Temperature

mum Temperature Override
Siow Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (PrelInj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (Prelnj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

ASMS100TR.M Tue Apr 04 07:46:36 2023

6.0014 min
0 min

On

100 °C
1 min
50 °C

70 °C/min
280 °C
2.43 min

0.25 min
350 °C

Disabled
Disabled

10 pL

N
=
=

uL

S 0NN N

300 uL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 pL/min
1 sec
Disabled
Standard
0.5 uL

Page:



Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

Sg%vent A Washes (Prelnj)
vent A Washes (PostInj)

. _vent A Volume

Solvent B Washes (Prelnj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInj)

Solvent Wash Draw Speed

Solvent Wash Dispense Speed

Sample Wash Draw Speed

Sample Wash Dispense Speed

Injection Dispense Speed

Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
P ssure

311l Flow
Septum Purge Flow
Pre-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre—-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

ASMS100TR.M Tue Apr 04 07:46:36 2023

10 uL

=
= =
[ =

=
=

NDMO DO OWOO
i
=

o
3
2.
1ai

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 pL

A, B

Sample overlap is not enabled

Pause for user interaction

Ooff

Split

On 250 °C

On 8.5 psi

On 45.194 mL/min

Oon 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

41.367 mL/min

A Liner has not been selected.

Off

Split

On 250 °C

On 8.5 psi

On 141.9 mL/min
On 3 mL/min

Off

Off

50 :1

136.18 mL/min

A Liner has not been selected.

On
0.82733 mL/min
1 mL/min

Page:
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Column Information
Description
Temperature Range
Dimensions
Heater

Imn lock
out
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

C ™~Numn Outlet Pressure

Back Detector FID

Makeup

Heater

H2 Flow

Alr Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:

ASMS100TR.M Tue Apr 04 07:46:36 2023

Agilent 190915-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 pm x 0.33 pm (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

100 °cC

8.5 psi

0.82733 mL/min

52.55 cm/sec

0.39644 min

Constant Flow

On
8.5 psi
2.8778 psi

Agilent 190915-913
-60 °C—325 °C (350 °C)
15 m x 320 pm x 0.25 pm (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

100 °C

8.5 psi

2.7236 mL/min

54.059 cm/sec

0.46246 min

Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off

On
280 °C

Page: 4



Description None

Signal #2:
Description None
Signal #3:
/Fg%ription None
Signal #4:
Description None
Signal #5:
Description None
Signal #6:
Description None
Signal #7:
Description None
Signal #8:
Description None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593 ! EMISSION
70.007 : ENERGY
29.720 : REPELLER
™ 90.331 : IONFOCUS
) 20.181 :  ENTRANCE_LENS
T 883.721 : EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
3335.000 : AMUGAIN
132.750 § AMUOFFSET
1.000 : FILAMENT
0.000 : DCPOLARITY
13.233 : ENTLENSOFFSET
0.000 : Ion_Body
0.000 : EXTLENS
421.000 : MASSGAIN
-25.000 : MASSOFFSET

END OF TUNE PARAMETERS

ASMS100TR.M Tue Apr 04 07:46:36 2023 Page: 5



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\ASMS100TR.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: Autolntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search Minimum Quality

0:\Instrument Libraries\Current\TBI_DRUG.L 0
O:\Instrument Libraries\Current\SWGDRUG 3.12.L 0
O:\Instrument Libraries\Current\CaymanSpectrallibrary.L
Integration Events: Autolntegrate

Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

ASMS100TR.M Tue Apr 04 07:46:36 2023 Page:



Output Destination

Screen: Yes
Printer: No
File: No

.erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 07:46:38 2023
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File :X:\2023\IB\04-12-23\GCMS Cal STD Mix Blank 10@TR.D
Operator

Acquired : 13 Apr 2023 17:47 using AcgMethod ASMS100TR.M
Instrument : Stringbean

Sample Name: GCMS Cal STD Mix Blank 1@@TR
Mis-—=nfc : MEOH

Vie

Umber: 2 NC@D

GbaCancs TIC: GCMS Cal STD Mix Blank 100TR.D\data.ms
20000

18000
16000
14000
12000
10000 e :
8000 . e T ERATI A

6000

4000 1 R

2000

T e i T DA R e i I LI I TR LA AL TR R LR LS R e paE L KRR (LU IR

= 1.20 140 160 1.80 2.00 2.20 2.40 250 2.80 3.00 3.20 3.40 360 3.80 4.00 4.20 440 460 480 5.00 5.20 5.40 560 5.80
ime-->

ASTRGATES Scan 722 (2.320 min): GCMS Cal STD Mix Blank 100TR.D\data.ms
- 73.0

340.9

2500

2000

1500 428.9
43.8

1000
206.7

146.8

500

250.9

y 40 60 80 100 120 140 160 180 200 220 240 ZéO 280 300 320 340 360 380 400 420
miz—->



File

Operator
Acquired
Instrument :
Sample Name:
Mise Tnfo
Vi, umber: 3

Abundance
1e+07

8000000
8000000
7000000
6000000
5000000
4000000
3000000
2000000

1000000

Lwie-->
Abundance

1100000
1000000
900000
800000
700000
600000
500000
400000
300000
200000

100000

(=]

Miyd=—=

: 13 Apr 2023 17:56

Stringbean

:X:\2023\IB\04-12-23\GCMS Cal STD Mix 1@@TR.D

using AcqgMethod ASMS100TR.M

GCMS Cal STD Mix 1@0TR
: MEOH, Exp.03-20-24

TIC: GCMS Cal STD Mix 100TR.D\data.ms

Pettudhne

T T

71.

2.0
. 57.0

TT T T[T 1T

[ R AL LR

12014016018020022024026028030032

Ty T

LIS BLJL 0 2 RLRL LI

0 340 360 3.80 400 4.20 4.40 460 480 500 5.20 5.40 5.60 5.80

| RN LI N SR

Scan 1296 (3.301 min): GCMS Cal STD Mix 100TR.D\data.ms
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File :X:\2023\IB\04-12-23\GCMS Cal STD Mix 1@0TR.D
Operator
Acquired : 13 Apr 2023 17:56 using AcqMethod ASMS100TR.M

Instrument : Stringbean

Sample Name: GCMS Cal STD Mix 1@@TR
Mi&“\(ﬂfo : MEOH, Exp.03-20-24
Vi umber: 3

Abundance
1e+07

9000000
8000000
7000000
6000000
5000000
4000000
3000000
2000000

1000000

TIC: GCMS Cal STD Mix 100TR.D\data.ms

Cocame

Time-->
Abundance
1400000

1300000
1200000 82.0
1100000
1000000
900000
800000
700000
600000
500000
400000

300000

200000] 420

100000 5.0 B8.0

LRI R U IR

1.20 1.40 1.60 1.80 200 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00 4.20 4.40 4.60 4.80 500 520 540 5.60 580

94.0

...|||||.|||-||.x||||r|-.:|||1|1|-- ARG B L LR 2 Y AL LU (R LA TR T

Scan 1872 (4.284 min): GCMS Cal STD Mix 100TR.D\data.ms
182.1

303.1

1221 198.1 272.1
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221.9 2441 2591 | 287.8
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File

Operator
Acquired

1X:\2023\IB\@4-12-23\GCMS Cal STD Mix 10@TR.D

: 13 Apr 2023 17:56

Instrument :

Sample Name:
Mis= Tnfo

Vi

amber: 3

Abundance

Time-->

1e+07

9000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

Abundance

miz-—->

260000

240000

220000

200000

180000

160000

140000

120000

100000

80000

60000

40000

20000

0

: MEOH,

Stringbean
GCMS Cal STD Mix 1@00TR
Exp.03-20-24

using AcqMethod ASMS100TR.M

TIC: GCMS Cal STD Mix 100TR.D\data.ms

Hydrocoobrie

LA AL B
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Scan 2187 (4.822 min): GCMS Cal STD Mix 100TR.D\data.ms
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File 1X:\2023\IB\04-12-23\GCIR Test Solution Blank 1@@TR.D
Operator

Acquired : 13 Apr 2023 18:13 using AcqgMethod ASMS10@TR.M
Instrument : Stringbean

Sample Name: GCIR Test Solution Blank 10@TR
Mis~—Info : MEOH

Vi umber: 4 NCOD
Abundance TIC: GCIR Test Solution Blank 100TR D\data.ms
12000
11000
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9000
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7000
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Abupeanee Scan 728 (2.331 min): GCIR Test Solution Blank 100TR.D\data.ms
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File :X:\2023\IB\04-12-23\GCIR Test Solution 1@0TR.D
Operator

Acquired : 13 Apr 2023 18:22 using AcgMethod ASMS1Q0TR.M
Instrument : Stringbean

Sample Name: GCIR Test Solution 100TR
Mic~~Info : ©.5N NaOH/CHCL3, Exp.02-23-24
Vi, jumber: 5

Gblndance TIC: GCIR Test Solution 100TR.D\data.ms
3e+07

2.5e+07

2e+07

1.5e+07

Amphetamine

1e+07

5000000
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‘I Iine-->
Abundance Scan 352 (1.688 min): GCIR Test Solution 100TR D\data.ms
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File :X:\2023\IB\04-12-23\GCIR Test Solution 100TR.D
Operator
Acquired 13 Apr 2023 18:22 using AcqgMethod ASMS10@TR.M
Instrument : Stringbean
Sample Name: GCIR Test Solution 100TR
Mis=-Info : ©.5N NaOH/CHCL3, Exp.02-23-24
Vi umber: 5
aluyggree TIC: GCIR Test Solution 100TR.D\data.ms
3e+07 N
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R
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File

Operator

Acquired : 13 Apr 2023
Instrument Stringbean

Sample Name: GCIR Test Solution 10@TR

Mis~—Info : ©.5N NaOH/CHCL3, Exp.02-23-24

Vi

imber: 5

Abundance
3e+07

2.5e+07

2e+07

1.5e+07

1e+07

5000000

18:22

s Mﬁ#fam/ﬁe/an;me

:X:\2023\IB\04-12-23\GCIR Test Solution 1@0@TR.D

using AcgMethod ASMS100QTR.M

TIC: GCIR Test Solution 100TR.D\data.ms

.
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‘Tane-->
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Scan 460 (1.873 min): GCIR Test Solution 100TR.D\data.ms
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\ASMS200TR.M

V"\hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro =

(

Method Comments:
This is an autosample MS 200-280 / 6 minute method.

END OF METHOD CONTROL PARAMETERS

ASMS200TR.M Tue Apr 04 07:54:06 2023 Page: 1



Single Quadrupole Acquisition Method - MS Parameters Report

Method file
Tune file
Ion s;u}ce
Souﬁ:é terhperature (°C)
Quad temperature (°C)
Fixed Eleci:féh eﬁérgy (eV)
Acquisition Type

Stop time (min)

Solvent delay (min)

Traée Ion” i)etehctionv i

Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Start Mass
1.00‘;»

Time

Timed Events
‘Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Extracted Ion

z, D:\MassHunter\GCMS\1\methods\ASMS200TR.M

Self-Cleaning Ion Source Parameters

Mode

o Agilent A0 A Wy

.Scan Speed
150 6,250 [N=0]

Parameter

ATUNE.U
EI
230
150
70.0
Scan
10.00
1.00
False
1
False
N/A
End Mass Thresﬁold
40 550
{Type of Event
Label Low Mass
N/A N/A
N/A N/A
Scan 1-1 40
iNo Cleaning

High Mass
N/A
N/A
550

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\ASMS200TR.M

Tue Apr 04 07:54:07 2023

*rol Information

Sample Inlet : GC
Injection Source : GC ALS
Injection Location: Front

Mass Spectrometer : Enabled

Stringbean

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time
» Temperature

Amum Temperature Override
Slow Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (PrelInj)

Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PrelInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

ASMS200TR.M Tue Apr 04 07:54:06 2023

6.0029 min
0 min

Oon

200 °C
1 min
50 °C

70 °C/min
280 °C
3.86 min

0.25 min
350 °C

Disabled
Disabled

[
o

he

[l =1
=

=
=

pL

pL

O O BNNDENDDN R

min

0 min

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 pL/min
1 sec
Disabled
Standard
0.5 uL

Page:



Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

Solvent A Washes (Prelnj)
vent A Washes (PostInj)

. .vent A Volume

Solvent B Washes (PrelInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)

Solvent Wash Draw Speed

Solvent Wash Dispense Speed

Sample Wash Draw Speed

Sample Wash Dispense Speed

Injection Dispense Speed

Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
T sure

1 Flow
Septum Purge Flow
Pre—Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre—-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

ASMS200TR.M Tue Apr 04 07:54:06 2023

=
w

i
o

i

[mali <]
=

=
=

pL
pL

min

min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 pL

A, B

QOO WOO WO O

Sample overlap is not enabled

Pause for user interaction

Off

Split

Oon 250 °C

On 13.5 psi

On 44.838 mL/min

On 3 mL/min

Off

on 20 mL/min after 3 min
50 :1

41.017 mL/min
A Liner has not been selected.

Off

Split

Oon 250 °C

On 13.5 psi

Oon 170.58 mL/min
On 3 mL/min

Off

Off

50 :1

164.3 mL/min

A Liner has not been selected.

Oon
0.82034 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions
Heater

amn lock
Out
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

 mn Outlet Pressure

Back Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:

ASMS200TR.M Tue Apr 04 07:54:06 2023

Agilent 190915-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 pm x 0.33 pm (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

200 °C

13.5 psi

0.82034 mL/min

54.354 cm/sec

0.38329 min

Constant Flow

On
13.5 psi
2.8778 psi

Agilent 190915-913

-60 °C—325 °C (350 °C)
15 m x 320 pm x 0.25 pm (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

200 °C

13.5 psi

3.2859 mL/min

71.909 cm/sec

0.34766 min

Constant Pressure

0 psi

He

on 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Off

On
280 °cC

Page: 4



Description

Signal #2:
Description

Signal #3:
zription

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

None

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29,720
90.331
20.181
883.721

3335.000
132.750
1,000
0.000
13.233
0.000
0.000
421.000
-25.000

-

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE LENS
EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_Body
EXTLENS
MASSGAIN
MASSOFFSET

END OF TUNE PARAMETERS

ASMS200TR.M Tue Apr 04 07:54:06 2023
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\ASMS200TR.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutolIntegrate

Generate Report During Run Method:

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search

Integration Events: AutoIntegrate
Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method:

Quantitative Report Settings

Report Type: Summary

ASMS200TR.M Tue Apr 04 07:54:06 2023

No

Minimum Quality
0:\Instrument Libraries\Current\TBI_DRUG.L O
0:\Instrument Libraries\Current\SWGDRUG 3.12.L O
0:\Instrument Libraries\Current\CaymanSpectrallLibrary.L

No

Page:
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Output Destination

Screen: Yes
Printer: No
File: No

.erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non—-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

**%* Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 07:54:08 2023

ASMS200TR.M Tue Apr 04 07:54:06 2023 Page:
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File

Operator
Acquired
Instrument :
Sample Name:
Mis;\{nfo
Vi umber: 2

Abundance
16000

15000
14000
13000
12000
11000
10000
9000
8000
7000
6000
5000
4000
3000
2000

vl ||E“>
Abundance

3000

2500

2000

1500

1000

500

)
WirZ-->

Stringbean

: 13 Apr 2023 18:40

1X:\2023\IB\04-12-23\GCMS Cal STD Mix Blank 200TR.D

using AcgMethod ASMS2@OTR.M

GCMS Cal STD Mix Blank 200TR
¢ MEOH

NCOD

TIC: GCMS Cal STD Mix Blank 200TR.D\data.ms

437

120 140 160 180 200 220 2.40 2.60 2.80 300 3.20 3.40 3.60 3.80 4.00 4.20 4.40 460 480 5

L A T

00 5.20 540

LA R e S ..;u|..|h-“|1|-ul.---.|-|||-|||-- TTT

560 580

Scan 395 (1.762 min): GCMS Cal STD Mix Blank 200TR.D\data.ms
148.9

206.9

103.5 120.7 ‘

T T A I

200 210

= o rr e SN WL TR IR |

180

LA e

140

80 90

110 120 130 150 160 170 190



File

Operator
Acquired

1X:\2023\IB\P4-12-23\GCMS Cal STD Mix 200TR.D

: 13 Apr 2023 18:48

Instrument :

Sample Name:
Mis~—Info

Vi

umber: 3

Abundance

1ime-->

9000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

Abundance

miz--=>

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

Stringbean

it

using AcgMethod ASMS200TR.M

GCMS Cal STD Mix 200TR
: MEOH, Exp.03-20-24

TIC: GCMS Cal STD Mix 200TR.D\data.ms

LI LA L LI L ELEL

12014016018020022624026028030032034036038040042

42.0

71.

571

DL e e U R B T
T ] T I

L B R

L

L AL L L R |

0 4.40 4.60 4.80 5.00 5.20 5.40 5.60 5.80

Scan 179 (1.393 min): GCMS Cal STD Mix 200TR.D\data.ms

1721

103.0

190.0

2021

218.1

2471

2321

1

2806
LN |

]
TTT T T i aroes

TTTTY

Al

Lﬂhﬂu%ﬂ!
40 50 60 70 80 9

[=)
-
o
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File
Operator
Acquired

Instrument :
Sample Name:
: MEOH, Exp.03-20-24

Mis—Info

Vi umber:

Abundance

9000000

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

1 ime—=>
Abundance

900000

800000

700000

600000

500000

400000

300000

200000

100000

miz-->

: 13 Apr 2023 18:48

Stringbean
GCMS Cal STD Mix 200TR

3

1X:\2023\IB\0©4-12-23\GCMS Cal STD Mix 200TR.D

using AcgMethod ASMS200TR.M

(ocalne

TIC: GCMS Cal STD Mix 200TR.D\data.ms

82.0

Lo L L L R B LI R o LR |

94.0

Scan 722 (2.320 min): GCMS Cal STD Mix 200TR.D\data.ms
1821

198.1

152.0 166.0
140.0

| 221.9

LB LG o LS BRI RN LRGN RULALILN ILALILALE BLBLELALE LIRS U I

120 140 1.60 1.80 2.00 2.20 2.40 260 280 3.00 3.20 3.40 3.60 3.80 4.00 4.20 4.40 460 480 500 520 540 5.60 5.80

244.0 259.0

303.1

T T T T

e N R RN R A LR
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File :X:\2023\IB\@P4-12-23\GCMS Cal STD Mix 200TR.D
Operator

Acquired : 13 Apr 2023 18:48 using AcgMethod ASMS200TR.M
Instrument : Stringbean

Sample Name: GCMS Cal STD Mix 200TR
Mis;\{nfo : MEOH, Exp.03-20-24
Vi jumber: 3

Abundance TIC: GCMS Cal STD Mix 200TR.D\data.ms

9000000
8000000
7000000
6000000
5000000
4000000

3000000

Hydrocadbree

2000000

1000000

T

[T T T T T L T L L I L WL I T
1.20 1.40 160 180 2.00 2.20 2.40 2.60 280 3.00 3I20 3.40 3.60 3.80 4.00 4.20 4.40 4.60 480 500 520 5.40 560 580
vine-->

AbUIAANES Scan 1027 (2.841 min): GCMS Cal STD Mix 200TR.D\data.ms
650000 299.1

600000
550000
500000
450000
400000
2421
350000
300000

250000

200000
185.0

115.0

150000

100000

50000 141.0 155.0 170.0

’ \ 0
{
! / 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\GC100.M

/“A)hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro
Data Analysis Post-Run Cmd/Macro

P N e

Method Comments:
This is manual injection GC 100-280 / 10 minute method.

END OF METHOD CONTROL PARAMETERS

GC100.M Tue Apr 04 10:32:01 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type

Stop time (min)
Solvent delay (min)
Trace I(;n Dveriecvtion\w
Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Start Mass
3.00

Time

Timed Events
Time

Real-Time Plots
Type of Plot
Totallon
Spectrum
Extracted Ion

; D:\MassHunter\GCMS\1\methods\GC100.M

TATUNE.U

Self-Cleaning Ion Source Parameters

Mode

El
230
150
70.0
Scan
10.00
3.00
False
1
False
N/A
End Mass Threshold
50 550
Type of Event Paréﬁetér
Label Low Mass
N/A N/A
N/A N/A
Scan 1-1 50
‘No Cleaning

Scan Speed
150 1,562 [N=2]

High Mass
N/A
N/A
550

Page 1



INSTRUMENT CONTROL PARAMETERS: Stringbean

D:\MassHunter\GCMS\1\methods\GC100.M
Tue Apr 04 10:32:02 2023

N

;rol Information

Sample Inlet
Injection Source 2
Mass Spectrometer 5

No Sample Prep method has

GC
GC Summary

GC
Manual
Disabled

been assigned to this method.

Run Time 10.001 min
Post Run Time 0 min
Oven
Temperature
Setpoint On
(Initial) 100 °c
Hold Time 1 min
Post Run 50 °C
Program
#1 Rate 70 °C/min
#1 Value 280 °C
#1 Hold Time 6.43 min
Equilibration Time 0.25 min
Max Temperature 350 °C
+ Nimum Temperature Override Disabled

# Fan Disabled
ALS
Front Injector
Syringe Size 10 pL
Injection Volume 1 pL
Solvent A Washes (PrelInj) 0
Solvent A Washes (PostInj) 0
Solvent A Volume 8 nL
Solvent B Washes (PrelInj) 0
Solvent B Washes (PostInij) 0
Solvent B Volume 8 uL
Sample Washes 0
Sample Wash Volume 8 uL
Sample Pumps 6
Dwell Time (PreInij) 0 min
Dwell Time (PostInj) 0 min
Solvent Wash Draw Speed 300 pL/min
Solvent Wash Dispense Speed 3000 pL/min
Sample Wash Draw Speed 300 pL/min

Sample Wash Dispense Speed

Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

3000 uL/min
6000 pL/min
3 sec
Disabled
Standard
0.2 uL

A, B

GC100.M Tue Apr 04 10:32:01 2023 Page:



Back Injector
Syringe Size
Injection Volume

Solvent A Washes (PrelInj)

gg%vent A Washes (PostInj)
vent A Volume

L..vent B Washes (PrelInj)

Solvent B Washes (PostInij)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
Pressure
T ~al Flow

cum Purge Flow
Pre-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow
Septum Purge Flow
Pre—Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column

Column #1
Pressure
Setpoint
(Initial)
Post Run

GC100.M Tue Apr 04 10:32:01 2023

s
o

=

[l &
[

-
=

pL

pL

OO WO VWOO WO o

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.5 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

On 250 °C

On 8.5 psi

On 45.194 mL/min

On 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

41.367 mL/min
A Liner has not been selected.

On 300 °C

On 10 psi

On 172.89 mL/min

On 3 mL/min

Ooff

Ooff

50 :1

166.56 mL/min

A Liner has not been selected.

On
8.5 psi
7.903 psi

Page:



Column Information Agilent 19091S-602

Description HP-1MS

Temperature Range -60 °C—325 °C (350 °C)
Dimensions 12.5 m x 200 pm x 0.33 um (Calibrated)
Heater Oven

Column lock Unlocked

Al} Front SS Inlet He

o MSD

(Initial) 100 °C

Pressure 8.5 psi

Flow 0.82733 mL/min
Average Velocity 52.55 cm/sec

Holdup Time 0.39644 min

Control Mode Constant Pressure
Column #2

Pressure

Setpoint On

(Initial) 10 psi

Post Run 2.8778 psi

Column Information Agilent 19091S-913
Temperature Range -60 °C—325 °C (350 °C)
Dimensions 15 m x 320 pm x 0.25 pm (Calibrated)
Heater Oven

Column lock Unlocked

In Back SS Inlet He

Out Back Detector FID
(Initial) 100 °cC

Pressure 10 psi

Flow 3.3311 mL/min

Average Velocity 63.306 cm/sec

Holdup Time 0.39491 min

Control Mode Constant Pressure
Column Outlet Pressure 0 psi

j} Detector FID

Makeup He

Heater Oon 300 °C

H2 Flow On 30 mL/min

Air Flow Oon 400 mL/min

Makeup Flow On 25 mL/min

Carrier Gas Flow Correction Constant Makeup and Fuel Flow
Flame On

Blank Evaluation Setpoints

Perform Blank Evaluation Test Off

Helium Conservation
Helium Valve Off
Nitrogen Valve Off

Detector Evaluation
Perform Detector Evaluation Test off

MSD Transfer Line

Temperature

Setpoint On
(Initial) 280 °C
Signals

Signal #1: Back Signal

Description Back Signal

GC100.M Tue Apr 04 10:32:01 2023 Page: 4



Detaills
Save
Data Rate

Dual Injection Assignment

Signal #2:
zription

Signal #3:
Description

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Back Signal (FID)
On

50 Hz

Back Sample

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
883.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE _LENS
EMVOLTS

913.2

1.00

AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ton_Body
EXTLENS

MASSGAIN
MASSOFFSET

: Actual EMV
GAIN FACTOR

END OF TUNE PARAMETERS

GC100.M Tue Apr 04 10:32:01 2023

Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\GC100.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutoIntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Quantitative Report Settings

Report Type: Summary

Output Destination

Screen: Yes
Printer: No
File: No

Generate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

GC100.M Tue Apr 04 10:32:01 2023

Page:
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*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 10:32:03 2023

GC100.M Tue Apr 04 10:32:01 2023 Page:
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File :X:\2023\IB\P4-25-23\GCMS CAL STD MIX BLANK GC100.D
Operator Isabella Barnett
cquired 25 Apr 2023 08:@7 using AcgMethod GC100.M
nstrument : Stringbean
sample Name: GCMS CAL STD MIX BLANK GC100
Misc Info : MEOH

vial Number: 1

IRCSSROASEL Signal: GCMS CAL STD MIX BLANK GC100.D\FID1B.ch
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File :X:\2023\IB\04-25-23\GCMS CAL STD MIX GC100.D
Operator : Isabella Barnett
cquired : 25 Apr 2023 08:21 using AcgMethod GC100.M
hstrument : Stringbean

sSample Name: GCMS CAL STD MIX GC106
Misc Info : MEOH, Exp.03-20-24
Vial Number: 1

[REspoitsl Signal: GCMS CAL STD MIX GC100.D\FID1B.ch

99 .
1100000 ¢ 2067

1050000
View Mode: Integration
1000000

950000

900000

850000
4.081

Athidine

800000

750000

Cocaine

700000

650000

600000

550000

500000

450000

4613

400000

350000

300000

Hydrocadone.

250000

200000

150000

100000

50000

-
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T | T T ] 1
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File :X:\2023\IB\04-25-23\THPFF4 MIX BLANK GC100.D
Operator : Isabella Barnett
~—Acquired : 25 Apr 2023 08:41 using AcgMethod GC100.M
npstrument : Stringbean

sample Name: THPFF4 MIX BLANK GC100
Misc Info : MEOH
vial Number: 1

Response_ Signal: THPFE4 MIX BLANK GC100.D\FID1B.ch
25000

24500
24000
23500
23000
View Mode: Integration
22500
22000
21500
21000
20500

20000

19500

19000

18500

18000

17500
17000
16500

16000
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i I056 1.00 1.50 200 250 '3:00 3.50 400 450 500 550 6.00 6.50 700 750 800 8.50 900 950
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File

:X:\2023\IB\@4-25-23\THPFF4 MIX GC100.D
Isabella Barnett

Operator

fcquired

istrument :
sample Name:

Misc Info

: 25 Apr 2023

Stringbean

09:02 using AcgMethod GC100.M

THPFF4 MIX GCleo

Vial Number: 1

Response_

Time

2100000

2000000

1900000

1800000

1700000

1600000

1500000

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

: MEOH, Exp.03-22-24

‘Signat: THPFF4 MIX GC100.D\FID1B.ch

0.4B 3.653
5.339 View Mode: Integration
‘ aro-fiporofentany\
4680 921° p : j
3
RS
S -~
IR
~ < ‘g
- | 508p $
0.343
R
£
.86
R R i SR LR LS R IS AR AR TRl i o o s
0.50 1.00 150 2.00 250 3.00 350 400 450 500 550 6.00 '650 7.00 7.50 800 850 9.00 9.50



File :X:\2023\IB\@4-25-23\Testosterone Acetate Blank GC100.D

Operator : Isabella Barnett
~-Acquired 1 25 Apr 2023 ©9:17 using AcgMethod GC100.M
nstrument : Stringbean

sample Name: Testosterone Acetate Blank GC10@
Misc Info : MEOH
vial Number: 1

RESPonE Signal: Testosterone Acetate Blank GC100.D\FID1B.ch
21400

21200
21000
20800
20600 \ "HH 4 W
20400
20200
20000
19800
19600
19400 View Mode: Integration
19200
19000
18800
18600

18400

18200 '

18000

17800

17600 |

17400

17200

17000

16800

16600

16400

16200
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File

Operator
Acquired

:X:\2023\IB\04-25-23\Testosterone Acetate GC100.D

1strument :
sample Name:

Misc Info

Vial Number:

Response_

Time

2100000

2000000

1900000

1800000

1700000

1600000

1500000

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

: Isabella Barne
: 25 Apr 2023 ©

Stringbean
Testosterone A

tt
9:41 using AcgMethod GC1@0.M

cetate GC100

: MEOH,Sigma,Lot19F0@299,Exp.02-06-24
1
Signal: Testosterone Acetate GC100.D\FID1 B.ch
0.400 5.488
View Mode: Integration
AN
X
g%
$
D
S
A
-

LI B

4 i
050 1.00 1.5
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Lot W RTLITTY TSR0 B R 0 SN Wit Wl il
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1\methods\GC200.M

f"jhod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro =
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro

P N R

Method Comments:
This is a manual injection GC 200-280 / 10 minute method.

END OF METHOD CONTROL PARAMETERS

GC200.M Tue Apr 04 10:26:29 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type
Stop time (min)

Solvent delay (min)

Traée it‘)vn bef;;&ion

Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Time Start Mass
3.00;

Timed Events
Time

Real-Time Plots
Typeof Plot
Total Ion

Spectrum
Extracted Ion

‘D:\MassHunter\GCMS\1\methods\GC200.M
ATUNE.U
EI
230
150
70.0
Scan
10.00
3.00
False
1

{False
N/A

End Mass Threshold Scan Speed
50 550 150 1,562 [N=2]

~'Type of Event Parameter

Self-Cleaning Ion Source Parameters

Mode

5 ":‘ Agilent o s AR T

Label Low Mass High Mass
N/A N/A N/A
N/A N/A N/A
Scan 1-1 50 550
;No Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS: Stringbean

D:\MassHunter\GCMS\1\methods\GC200.M

Tue Apr 04 10:26:30 2023

trol Information

Sample Inlet : GC
Injection Source : Manual
Mass Spectrometer : Disabled

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

Max Temperature

M Nimum Temperature Override
Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (Prelnj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PreInj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

Solvent Wash Mode

GC200.M Tue Apr 04 10:26:29 2023

10.003 min
0 min

Oon

200 °C
1 min
50 °C

70 °C/min
280 °C
7.86 min

0.25 min
350 °C

Disabled
Disabled

=
o
=
[
=

=
=

pL

uL

O WOWOOWO O

min

0 min

300 pL/min
3000 uL/min
300 pL/min
3000 pL/min
6000 uL/min
3 sec
Disabled
Standard
0.2 uL

A, B

Page:



Back Injector
Syringe Size
Injection Volume
Solvent A Washes (PreInj)
Solvent A Washes (PostInj)
vent A Volume

...vent B Washes (PrelInj)
Solvent B Washes (PostInj)
Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He

Helium Conservation Controlled
Mode

Heater

Pressure

T ™al Flow
5 um Purge Flow

Pre—-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre—-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column

Column #1
Pressure
Setpoint
(Initial)
Post Run

GC200.M Tue Apr 04 10:26:29 2023

=
o

=

[l =]
=

=
=

pL

pL

OO WO WOOwo o

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.5 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Ooff

Split

On 250 °C

On 10 psi

On 35.096 mL/min

On 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

31.466 mL/min

A Liner has not been selected.

On 300 °C

On 15 psi

On 195.71 mL/min
Oon 3 mL/min

Off

Ooff

50 :1

188.93 mL/min

A Liner has not been selected.

10 psi
7.903 psi

Page:
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Column Information Agilent 190915-602

Description HP-1MS
Temperature Range -60 °C—325 °C (350 °C)
Dimensions 12.5 m x 200 um x 0.33 pm (Calibrated)
Heater Oven
gglumn lock Unlocked
Front SS Inlet He
Cuv MSD
(Initial) 200 °C
Pressure 10 psi
Flow 0.62932 mL/min
Average Velocity 47.607 cm/sec
Holdup Time 0.43761 min
Control Mode Constant Pressure
Column #2
Pressure
Setpoint On
(Initial) 15 psi
Post Run 2.8778 psi
Column Information Agilent 190915-913
Temperature Range -60 °C—325 °C (350 °C)
Dimensions 15 m x 320 pym x 0.25 pm (Calibrated)
Heater Oven
Column lock Unlocked
In Back SS Inlet He
Out Back Detector FID
(Initial) 200 °C
Pressure 15 psi
Flow 3.7787 mL/min
Average Velocity 79.511 cm/sec
Holdup Time 0.31442 min
Control Mode Constant Pressure
Column Outlet Pressure 0 psi

jl Detector FID

Makeup He

Heater Oon 300 °C

H2 Flow On 30 mL/min

Air Flow On 400 mL/min

Makeup Flow On 25 mL/min

Carrier Gas Flow Correction Constant Makeup and Fuel Flow
Flame On

Blank Evaluation Setpoints

Perform Blank Evaluation Test Ooff

Helium Conservation
Helium Valve Off
Nitrogen Valve Off

Detector Evaluation
Perform Detector Evaluation Test Off

MSD Transfer Line

Temperature

Setpoint On
(Initial) 280 °C
Signals

Signal #1: Back Signal

Description Back Signal

GC200.M Tue Apr 04 10:26:29 2023 Page: 4



Details
Save
Data Rate

Dual Injection Assignment

Signal #2:
zription

Signal #3:
Description

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Back Signal (FID)
On

50 Hz

Back Sample

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
883.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE LENS
EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_Body
EXTLENS
MASSGAIN
MASSOFFSET

END OF TUNE PARAMETERS

GC200.M Tue Apr 04 10:26:29 2023 Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1l\methods\GC200.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutoIntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Quantitative Report Settings

Report Type: Summary

Output Destination

Screen: Yes
Printer: No
File: No

Generate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

GC200.M Tue Apr 04 10:26:29 2023

Page:
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*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 10:26:31 2023

\
/

-
GC200.M Tue Apr 04 10:26:29 2023 Page:
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File

Operator

/—quu1red

:X:\2023\IB\@4-25-23\GCMS CAL STD MIX BLANK GC200.D

nstrument :
:ample Name:

Misc Info

Vial Number:

Response_

Time

25000

24500

24000

23500

23000

22500

22000

21500

21000

20500

20000

19500

19000

18500

18000

17500

17000

: Isabella Barnett

: 25 Apr 2023 09:59 using AcqMethod GC200.M
Stringbean
GCMS CAL STD MIX BLANK GC200
: MECOH
1

Signal: GCMS CAL STD MIX BLANK GC200.D\FID1B.ch

View Mode: Integration

T T T T L% L LU S I L LTI LA | T LHL L L B I LA ! S L

0.50 1.00 1.50 200 250 3.00 350 4.00 450 5.00 550 600 650 700 7.50 8.00 850 9.00 9.50



File

Operator
(/~quuired

:X:\2023\IB\04-25-23\GCMS CAL STD MIX GC200.D

pstrument :
sample Name:

Misc Info

Vial Number:

Response_

Time

2800000
2700000
2600000
2500000
2400000
2300000
2200000
2100000
2000000
1800000
1800000
1700000
1600000
1500000
1400000
1300000
1200000
1100000
1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

: Isabella Barnett
: 25 Apr 2023 10:23 using AcgqMethod GC200.M

Stringbean
GCMS CAL STD MIX GC200

: MEOH,Exp.03-20-24

1
Signal: GCMS CAL STD MIX GC200.D\FID1B.ch
0.412 0.183 1.747
View Mode: Integration
\gg %g 2.239
o
N
SN S| 3
3 \§§
D
N
0.476
" >[I“‘r k‘_kllil LB IR0 1T S DL L] r|r}|44|- L} IIIIIIiII||III|IIII T T LN IIII|lI'I|FI‘I
0.50 100 1.50 2.00 250 3.00 3.50 400 4.50 500 550 6.00 6.50 7.00 750 800 850 9.00 9.50



File :X:\2023\IB\04-25-23\Buprenorphine STD Blank GC200.D
Operator : Isabella Barnett
_—Acquired : 25 Apr 2023 10:48 using AcqMethod GC200.M
nstrument : Stringbean

sample Name: Buprenorphine STD Blank GC200
Misc Info : MEOH
Vial Number: 1

Response_ Signal: Buprenorphine STD Blank GC200.D\FID1B.ch
20800

20600

20400

20200

20000

19800

19600

19400

19200

18000

18800 View Mode: Integration

18800

18400

18200

18000

17800

17600

17400

17200

17000

23 1w it e et WL B YL AR AN I LJSLJNL B 5 IS A A A LA 1

7 Ll I LI (LG B By I U G OB, FELEL R B WA L PR TTTT Y

g v ey | “es :
i 0,]50 1.00 1.|50 2.00 250 3.00 3.50 4,|DD 450 500 550 6.00 650 7.00 7.50 800 850 9.00 9.50
ime



File :X:\2023\1IB\04-25-23\Buprenorphine STD GC200.D
Operator : Isabella Barnett
cquired : 25 Apr 2023 11:02 using AcgMethod GC200.M
pstrument : Stringbean

sample Name: Buprenorphine STD GC200
Misc Info : MEOH,Cerilliant,LotFE03191903,Exp.06-24
Vial Number: 1

[RESROnEL Signal: Buprenorphine STD GC200.D\FID1B.ch

1150000 n 5308

1100000
View Mode: Integration
1050000
1000000

950000

900000

850000

Buprenorplire

800000
750000
700000
650000
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000

100000

/ g1
--...-..l.vru[..‘.|H..||-.-t.x.-|-...|.... LR LI B e

..i.l.;.’\”” L e e e T

0.50 1.00 150 200 250 3.00 350 400 450 500 550 6.00 650 7.00 7.50 800 850 9.00 9.50

Time



File

Operator
_-Acquired

:X:\2023\IB\04-25-23\Testosterone Acetate STD Blank GC200.D

\hstrument :
sample Name:

Misc Info

Vial Number:

Response__

Time

22000

21800

21600

21400

21200

21000

20800

20800

20400

20200

20000

19800

19600

19400

19200

18000

18800

18600

18400

18200

18000

17800

17600

17400

17200

17000

1

: Isabella Barnett
: 25 Apr 2023 11:15 using AcgMethod GC200.M

Stringbean
Testosterone Acetate STD Blank GC200

¢ MEOH

Signal: Testosterone Acetate STD Blank GC200.D\FID1B.ch

View Mode: Integration

e
0.50

L TR T T e L LN RUERLS el AL LR 2 i T AR

1.00
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File

:X:\2023\IB\P4-25-23\Testosterone Acetate STD GC200.D

Operator

Acquired

astrument :
>ample Name:

Misc Info

Vial Number:

Response_

Time

4400000

4200000

4000000

3800000

3600000

3400000

3200000

3000000

2800000

2600000

2400000

2200000

2000000

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000

Isabella Barnett

: 25 Apr 2023 11:31 using AcgMethod GC200.M

88XX
Testosterone Acetate STD GC200

: MEOH,Sigma,Lot19F0299,Exp.02-06-24

1

Signal: Testosterone Acetate STD GC200.D\FID1B.ch
0.396 2818

[
I
|
| View Mode: Integration

Testosterone Acetate

_,_LJLLM s

v
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\GC150ISO.M

! hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro

(
{
(
(X
(X
(
(

Method Comments:
This is a manual injection GC 150 Isothermal / 10 minute method.

END OF METHOD CONTROL PARAMETERS

GC150IS0.M Tue Apr 04 10:22:10 2023

Page:

1



Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)

Quad temperature (°C)

leed Electron energy (eV) 70

Acqmsltlon Type

Stop tlme (mm)
Solvent delay (m|n)
Trace Ion Detectlon \
Gain Factor h
\AEM Saver
EM Saver L|m|t o

Scan Time Segments
sStart Mass
3.00;

Time

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Extraeted 10}? \

Self-Cleaning Ion Source Parameters

Mode

e Kome op

. .Agilent iy

f D:\MassHunter\GCMS\1\methods\GC150ISO.M
ATUNE.U

End Mass Threshold Scan Speed

50 550 150,1,562 [N=2]
Type of Event ,Parameter

Label Low Mass High Mass

N/A N/A N/A

N/A N/A N/A

Scan 1-1 50 550

No Clegn”ing

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\GC150IS0.M
Tue Apr 04 10:22:11 2023

Y

Sample Inlet
Injection Source
Mass Spectrometer

Frol Information

GC
Manual
Disabled

Stringbean

No Sample Prep method has been assigned to this method.

GC
GC Summary

Run Time 10 min

Post Run Time 0 min

Oven

Temperature

Setpoint On

(Initial) 150 °C

Hold Time 1 min

Post Run 50 °C

Program

#1 Rate 70 °C/min

#1 Value 150 °C

#1 Hold Time 9 min

Equilibration Time 0.25 min

Max Temperature 350 °C

M Nimum Temperature Override Disabled
Fan Disabled

ALS

Front Injector

Syringe Size 10 pL

Injection Volume 1 ul

Solvent A Washes (PrelInj) 0

Solvent A Washes (PostInj) 0

Solvent A Volume 8 uL

Solvent B Washes (Prelnj) 0

Solvent B Washes (PostInj) 0

Solvent B Volume 8 uL

Sample Washes 0

Sample Wash Volume 8 uL

Sample Pumps 6

Dwell Time (PreInj) 0 min

Dwell Time (PostInj) 0 min

Solvent Wash Draw Speed 300 pL/min

Solvent Wash Dispense Speed 3000 pL/min

Sample Wash Draw Speed 300 pL/min

Sample Wash Dispense Speed
Injection Dispense Speed

Viscosity Delay
Sample Depth
Injection Type

L1 Airgap

Solvent Wash Mode

3

3000 pL/min
6000 pL/min

secC

Disabled
Standard

0.
A,

GC150IS0.M Tue Apr 04 10:22:10 2023

2 uL
B

Page:



Back Injector
Syringe Size
Injection Volume
Solvent A Washes (Prelnj)
;plvent A Washes (PostInj)
yent A Volume

. .vent B Washes (Prelnj)
Solvent B Washes (PostInj)
Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He

Helium Conservation Controlled
Mode

Heater

Pressure

¥ ‘il Flow
um Purge Flow

Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre—-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column

Column #1
Pressure
Setpoint
(Initial)
Post Run

GC150I80.M Tue Apr 04 10:22:10 2023

.
o
=
HE
=

=
e

uL

pL

OO, OWMOOCWO O

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 uL/min
6000 uL/min
0 sec
Disabled
Standard
0.5 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

On 250 °C

On 10 psi

Oon 41.72 mL/min

on 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

37.96 mL/min
A Liner has not been selected.

Off

Split

Oon 300 °cC

On 12.5 psi

On 185.83 mL/min
Oon 3 mL/min

Off

Off

50 :1

179.24 mL/min

A Liner has not been selected.

Oon
10 psi
7.903 psi

Page:



Column Information
Description
Temperature Range
Dimensions
Heater
Column lock
N

j
Lo
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column Outlet Pressure

S :l Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1: Back Signal
Description

GC150IS0.M Tue Apr 04 10:22:10 2023

Agilent 190915-602
HP-1MS
-60 °C—325 °C (350 °C)

12.5 m x 200 um x 0.33 um (Calibrated)

Oven

Unlocked

Front SS Inlet He
MSD

150 °C

10 psi

0.75921 mL/min
51.363 cm/sec
0.40561 min
Constant Pressure

On
12.5 psi
2.8778 psi

Agilent 190915-913
-60 °C—325 °C (350 °C)
15 m x 320 pm x 0.25 pm (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

150 °C

12.5 psi

3.5849 mL/min

72.069 cm/sec

0.34689 min

Constant Pressure

0 psi

He

On 300 °cC

On 30 mL/min
On 400 mL/min
On 25 mL/min

Constant Makeup and Fuel Flow
Oon
Off

Off
Off

Off

On
280 °C

Back Signal

Page: 4



Details
Save
Data Rate

Dual Injection Assignment

Signal #2:
zription

Signal #3:
Description

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Back Signal (FID)
Oon

50 Hz

Back Sample

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
883.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

EMISSION
ENERGY
REPELLER
TONFOCUS
ENTRANCE_LENS
EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
AMUGAIN
AMUQFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ton_Body
EXTLENS
MASSGAIN
MASSOFFSET

END OF TUNE PARAMETERS

GC150I80.M Tue Apr 04 10:22:10 2023 Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\GC150IS0.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: Autolntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Quantitative Report Settings

Report Type: Summary

Output Destination

Screen: Yes
Printer: No
File: No

Generate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

GC150ISO.M Tue Apr 04 10:22:10 2023

Page:
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*+** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 10:22:13 2023

GC150ISO.M Tue Apr 04 10:22:10 2023 Page:
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File :X:\2023\IB\04-25-23\GCMS CAL STD MIX BLANK GC150IS0.D
Operator : Isabella Barnett

_~Acquired : 25 Apr 2023 11:44 using AcqMethod GC150IS0.M
nstrument : Stringbean

sample Name: GCMS CAL STD MIX BLANK GC150ISO
Misc Info : MEOH
Vial Number: 1

Response_ Signal: GCMS CAL STD MIX BLANK GC1501SO.D\FID1B.ch
16950

16900

16850

16800

16750

16700

16650

16600

16550

16500

16450

16400

16350
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Ti 0‘|50 1.00 150 200 250 300 3.50 400 450 5.00 5.50 600 6.50 7.00 7.50 800 850 9.00 9.50
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File

Operator
cquired

:X:\2023\IB\04-25-23\GCMS CAL STD MIX GC150ISO.D

strument :
sample Name:

Misc Info

Vial Number:

Response_

Time

800000

750000

700000

650000

600000

550000

500000

450000

400000

350000

300000

250000

200000

150000

100000

50000

: Isabella Barnett
: 25 Apr 2023 12:05 using AcqMethod GC150IS0.M

Stringbean
GCMS CAL STD MIX GC150ISO

: MEOH,Exp.@3-20-24

1

No aparaﬂbn /4

Signal: GCMS CAL STD MIX GC150I1SO.D\FID1B.ch

(0] 3.303

View Mode: Integration

v
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File :X:\2023\IB\@4-25-23\GCIR TEST SOLUTION BLANK GC150ISO IB.D
Operator : Isabella Barnett
,--Acquired : 25 Apr 2023 12:31 using AcqMethod GC150IS0.M
nstrument : Stringbean

sample Name: GCIR TEST SOLUTION BLANK GC1501IS0 IB
Misc Info : MEOH
Vial Number: 1

Response_ Signal: GCIR TEST SOLUTION BLANK GC150ISO IB.D\FID1B.ch

16340
16320
16300
16280
16260
16240
16220
16200
16180
16160 '
16140
16120

16100

16080

16080

16040

16020

16000

15980

16960

15940/

15920

15800

15880

15860

15840

15820
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0.I50 100 150 200 250 3.00 3.50 4.00 4.50 500 550 6.00 550 7.00 750 800 350 900 950

Time



File

Operator
_—Acquired

:X:\2023\IB\04-25-23\GCIR TEST SOLUTION GC150ISO IB.D

nstrument :
sample Name:

Misc Info

Vial Number:

Response_

Time

7000000

6500000

6000000

5500000

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

: Isabella Barnett
: 25 Apr 2023 12:47 using AcgMethod GC150IS0.M

Stringbean
GCIR TEST SOLUTION GC150ISO IB

: MEOH,Exp.04-20-24

1
9 pxt page for
Signal: GCIR TEST SOLUTION GC150iSO iB.D\FID1B.ch .
0. 45861 Zoorned N SPcch’O-
?:52881 and IODG,O.

View Mode: Integration
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File :X:\2023\IB\04-25-23\GCIR TEST SOLUTION GC150ISO IB.D

Operator : Isabella Barnett
_—-Acquired 1 25 Apr 2023 12:47 using AcgMethod GC15@IS0.M
nstrument :  Stringbean

sample Name: GCIR TEST SOLUTION GC150IS0 IB
Misc Info : MEOH,Exp.04-20-24
vial Number: 1

Response_ Signal: GCIR TEST SOLUTION GC150ISO IB.D\FID1B.ch
7000000 358 0.461
0.581

0.528
6500000

6000000

Plurtermine
ﬂ»{&%am/oz%f'?m;@

5500000

5000000

Ampteetarmire

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

L Y
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0.|20 025 030 035 040 045 050 055 060 065 070 075 080

Time
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1\methods\GC280ISO.M

V‘\hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre—-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro

Method Comments:
This is manual injection GC 280 Isothermal / 10 minute method.

END OF METHOD CONTROL PARAMETERS

GC280ISO.M Tue Apr 04 10:18:20 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type
Stop time (min)

Solvent delay (min)
Trace I«on Détectior;

Gain Féctor

EM Saver

E\M Saver Limit

Scan Time Segments
Start Mass
3.00

Time

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Extracted Ion

D:\MassHunter\GCMS\1\methods\GC280ISO.M

ATUNE.U
El
230
150
70.0
Scan
10.00
3.00
False
1
False
N/A

End Mass
50

Type of Event

Label
N/A
N/A

;Scan 1-1

Self-Cleaning Ion Source Parameters

Mode

Threshold Scan Speed
550 150 1,562 [N=2]
‘Parameter
Low Mass High Mass
N/A N/A
N/A N/A
{50 550

‘No Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS: Stringbean

D:\MassHunter\GCMS\1\methods\GC280IS0.M

Tue Apr 04 10:18:21 2023

+trol Information

Sample Inlet : GC
Injection Source : Manual
Mass Spectrometer : Disabled

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 vValue

#1 Hold Time

Equilibration Time

Max Temperature

r imum Temperature Override
~ Fan

ALS

Front Injector

Syringe Size

Injection Volume

Solvent A Washes (Prelnij)

Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PrelInj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

GC280ISO.M Tue Apr 04 10:18:20 2023

10 min
0 min

On

280 °C
1 min
50 °C

70 °C/min
280 °C
9 min

0.25 min
350 °C

Disabled
Disabled

10 uL

o
=
=

=
=

i
=

OO WO O ®O
i
=

o
=
=
o

0 min

300 pL/min
3000 pL/min
300 pL/min
3000 uL/min
6000 pL/min
3 sec
Disabled
Standard
0.2 uL

A, B

Page:



Back Injector
Syringe Size
Injection Volume
Solvent A Washes (PrelInj)
Solvent A Washes (PostInj)
vent A Volume

. -vent B Washes (PreInj)
Solvent B Washes (PostInj)
Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
Pressure
u” 1 Flow

um Purge Flow
Pre-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column

Column #1
Pressure
Setpoint
(Initial)
Post Run

GC280ISO.M Tue Apr 04 10:18:20 2023

=
o
=
HE
[

b ]
=

uL

nL

OO VOOV OOWOOoH

min

0 min

300 upL/min
6000 pL/min
300 uL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.5 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

On 250 °C

On 10 psi

Oon 27.687 mL/min

Oon 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

24.203 mL/min
A Liner has not been selected.

Ooff

Split

Oon 300 °cC

On 17.5 psi

Oon 185.67 mL/min
on 3 mL/min

Ooff

Ooff

50 :1

179.09 mL/min

A Liner has not been selected.

On
10 psi
7.903 psi

Page:



Column Information
Description
Temperature Range
Dimensions

Heater

ggirmn lock

= =

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column Outlet Pressure

j% Detector FID
Makeup
Heater
H2 Flow
Air Flow
Makeup Flow
Carrier Gas Flow Correction
Flame
Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1: Back Signal
Description

GC280ISO.M Tue Apr 04 10:18:20 2023

Agilent 19081S-602
HP-1MS
-60 °C—325 °C (350 °C)

12.5 m x 200 pm x 0.33 um (Calibrated)

Oven

Unlocked

Front SS Inlet He
MSD

280 °C

10 psi

0.48406 mL/min
42.809 cm/sec
0.48666 min
Constant Pressure

Oon
17.5 psi
2.8778 psi

Agilent 190915-913
-60 °C—325 °C (350 °C)
15 m x 320 uym x 0.25 pm (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

280 °C

17.5 psi

3.5818 mL/min

82.747 cm/sec

0.30213 min

Constant Pressure

0 psi

He

On 300 °C

On 30 mL/min
On 400 mL/min
On 25 mL/min

Constant Makeup and Fuel Flow
Oon
Off

Off
Off

Off

On
280 °C

Back Signal

Page: 4



Details
Save
Data Rate

Dual Injection Assignment

Signal #2:
kription

Signal #3:
Description

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Back Signal (FID)
On

50 Hz

Back Sample

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
883.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE_LENS
EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_ Body
EXTLENS
MASSGAIN
MASSOFFSET

END OF TUNE PARAMETERS

GC280ISO.M Tue Apr 04 10:18:20 2023 Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\GC280ISO.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: Autolntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Quantitative Report Settings

Report Type: Summary

Output Destination

Screen: Yes
Printer: No
File: No

Generate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

GC280IS0O.M Tue Apr 04 10:18:20 2023

Page:
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*%% Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 10:18:22 2023

GC280IS0O.M Tue Apr 04 10:18:20 2023 Page:
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0w
File :X:\2023\IB\04-25-23\GCMS CAL STD MIX BLANK GC28£ISO IB.D

Operator : Isabella Barnett
—-Acquired : 25 Apr 2023 13:23 using AcgMethod GC280ISO.M

nstrument : Stringbean
Sample Name: GCMS CAL STD MIX BLANK GC280ISO IB

Misc Info : MEOH
Vial Number: 1 G

0 b

ReSP°”Se—2 108 Signal: GCMS CAL STD MIX BLANK Gc28f1S0 IB.DFID1B.ch

21600
21500

21400

21300

21200

21100

21000

20800

20800

20700

20600 I

20500

20400

20300

20200

20100

" e ENNEN— NNN——————————_AAS S

- | - -
0.50 1.00 150 200 250 3.00 350 4.00 450 500 5.50 600 650 7.00 7.50 800 850 9.00 9.50

Time



File :X:\2023\IB\@4-25-23\GCMS CAL STD MIX GC280IS0.D
Operator : Isabella Barnett

_—Acquired : 25 Apr 2023 13:36 using AcqgMethod GC280ISO.M
nstrument : Stringbean

sample Name: GCMS CAL STD MIX GC280ISO
Misc Info : MEOH,Exp.03-20-24
Vial Number: 1

Jee next poge for

Response_ Signal: GCMS CAL STD MIX GC280ISO.DFID1B.ch s iy 5P€d (-

2800000
2700000 ond labels .

2600000 View Mode: Integration
2500000
2400000
2300000
2200000
2100000
2000000
1900000
1800000
1700000
1600000
1500000
1400000
1300000
1200000

1100000

1000060

900000
800000

700000

600000

500000

400000

300000

200000

100000
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File

:X:\2023\IB\@4-25-23\GCMS CAL STD MIX GC280ISO.D

Operator

_—~Acquired

).strument :
sample Name:

Misc Info

Vial Number:

Response_

Time

2800000
2700000
2600000
2500000
2400000
2300000
2200000
2100000
2000000
1900000
1800000
1700000
1600000
1500000
1400000
1300000
1200000
1100000
1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

Isabella Barnett

Stringbean
GCMS CAL STD MIX GC280ISO

1

: 25 Apr 2023 13:36

: MEOH,Exp.03-20-24

using AcgMethod GC280IS0.M

Signal: GCMS CAL STD MIX GC2801SO.D\FID1B.ch
3

0[28128(298 0369 0.489 0.646
|
3
3 N
|
13 g :
X N 3
| A S D
|
|
T T SR T | | |f\'_ T
—r—— T e I o b oy o
0.10 0.15 0.20 0.25 0.55 0.60 0.65 0.70 0.75 0.80




File

:X:\2023\IB\04-26-23\Testosterone Acetate Std Blank GC280ISO

Operator
strument :

Acquired

IB.D

Stringbean
: 26 Apr 2023 09:58

using AcgMethod GC280IS0.M

Sample Name: Testosterone Acetate Std Blank GC280ISO IB

Misc Info

Response_

Time

6500000

6000000

5500000

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

: MEOH
Signal: Testosterone Acetate Std Blank GC2801SO 1B.D\FID1B.ch
View Mode: Integration
L TS e o e s ST I L L IR LA AR I I TR R R
0.50 1.00 150 200 250 3.00 350 4.00 450 500 550 6.00 650 7.00 7.50 8.00 8.50 9.00 9.50



File :X:\2023\1IB\04-26-23\Testosterone Acetate Std GC280ISO IB.D

Operator
_Acquired 1 26 Apr 2023 10:22 using AcgMethod GC28QISO.M
strument : Stringbean

sample Name: Testosterone Acetate Std GC280ISO IB
Misc Info : MEOH,Sigma,Lot19F0299,Exp.02-06-24
vial Number: 1

[RSCROEL Signal: Testosterone Acetate Std GC280ISO IB.D\FID1B.ch

0#8 0963
7000000

6500000 View Mode: Integration

6000000

5500000

5000000

4500000

Teotosterone  Acetafe

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Ti A
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\GC280ISOTI.M

f“shod Sections To Run:

Save Copy of Method With Data
Tnstrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro =
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro
Data Analysis Post—-Run Cmd/Macro

(
(
{
(X
(X
(
(

Method Comments:
This is a manual injection GC 280 Isothermal / 30 minute method.

END OF METHOD CONTROL PARAMETERS

GC280ISOTI.M Tue Apr 04 10:14:35 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
erad temperature (°C)
Fixed Electron energy (eV)
Ach|S|t|on Type

Stop time (mm)

Solvent delay (mm)
Trace Ion Detection
Gain Factor

EM Saver

EM Saver Limit

Scan Tlme Segments
Start Mass
3.00

Time

Timed Events
Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Extracted Ion

D:\MassHunter\GCMS\1\methods\GC280ISOTL.M

Self-Cleaning Ion Source Parameters

Mode

y :‘" Agilent e Aovwr

'ATUNE.U
230
150
70.0
Scan
10.00
3.00
False
1
False
N/A
End Mass Threshold
50 550
Type of Event Parameter
Label .Low Mass
N/A ‘N/A
N/A N/A
Scan 1-1 50
No Cleaning

~Scan Speed
150 1,562 [N=2]

High Mass
NA
N/A
550

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\GC280ISOTI.M

Tue Apr 04 10:14:36 2023

trol Information

Sample Inlet : GC
Injection Source : Manual
Mass Spectrometer : Disabled

Stringbean

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Vvalue

#1 Hold Time

Equilibration Time

Max Temperature

}* Nimum Temperature Override
Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (PreInij)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (Prelnj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInij)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1l Airgap

Solvent Wash Mode

GC280ISOTI.M Tue Apr 04 10:14:35 2023

30 min
0 min

On

280 °C
1 min
50 °C

70 °C/min
280 °C
29 min

0.25 min
350 °C

Disabled
Disabled

=
o
e
[l
[

b=
t

uL
pL

min

min

300 pL/min
3000 uL/min
300 pL/min
3000 pL/min
6000 uL/min
3 sec
Disabled
Standard
0.2 pL

A, B

OO NHNVOWOOWO O

Page:



Back Injector
Syringe Size
Injection Volume

Solvent A Washes (PreInj)

;g{gent A Washes (PostInj)
/ent A Volume

. ..vent B Washes (PrelInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (Prelnj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
Pressure
¥ 1 Flow

um Purge Flow
Pre—-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column

Column #1
Pressure
Setpoint
(Initial)
Post Run

GC280ISOTI.M Tue Apr 04 10:14:35 2023

=
(@)

=

[l =
=

h =
=

pL

pL

OO WMOOWMO OO o

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.5 puL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

Oon 250 °C

On 10 psi

On 27.687 mL/min

On 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

24.203 mL/min
A Liner has not been selected.

Oon 300 °C

On 17.5 psi

On 185.67 mL/min

on 3 mL/min

Off

Off

50 :1

179.09 mL/min

A Liner has not been selected.

10 psi
7.903 psi

Page:



Column Information Agilent 190915-602

Description HP-1MS
Temperature Range -60 °C—325 °C (350 °C)
Dimensions 12.5 m x 200 um x 0.33 um (Calibrated)
Heater Oven
gplumn lock Unlocked

\) Front SS Inlet He
(G MSD
(Initial) 280 °C
Pressure 10 psi
Flow 0.48406 mL/min
Average Velocity 42.809 cm/sec
Holdup Time 0.48666 min
Control Mode Constant Pressure
Column #2
Pressure
Setpoint On
(Initial) 17.5 psi
Post Run 2.8778 psi
Column Information Agilent 190915-913
Temperature Range -60 °C—325 °C (350 °C)
Dimensions 15 m x 320 um x 0.25 pm (Calibrated)
Heater Oven
Column lock Unlocked
In Back SS Inlet He
Out Back Detector FID
(Initial) 280 °C
Pressure 17.5 psi
Flow 3.5818 mL/min
Average Velocity 82.747 cm/sec
Holdup Time 0.30213 min
Control Mode Constant Pressure
Column Outlet Pressure 0 psi
. \} Detector FID
Makeup He
Heater On 300 °C
H2 Flow on 30 mL/min
Air Flow Oon 400 mL/min
Makeup Flow Oon 25 mL/min
Carrier Gas Flow Correction Constant Makeup and Fuel Flow
Flame Oon
Blank Evaluation Setpoints
Perform Blank Evaluation Test Off
Helium Conservation
Helium Valve Ooff
Nitrogen Valve Ooff
Detector Evaluation
Perform Detector Evaluation Test Off
MSD Transfer Line
Temperature
Setpoint On
(Initial) 280 °C
Signals
Signal #1: Back Signal
Description Back Signal

GC280ISOTI.M Tue Apr 04 10:14:35 2023 Page: 4



Details Back Signal (FID)

Save Oon
Data Rate 50 Hz
Dual Injection Assignment Back Sample
;ignal $2:

\ﬁription None
Signal #3:
Description None
Signal #4:
Description None
Signal #5:
Description None
Signal #6:
Description None
Signal #7:
Description None
Signal #8:
Description None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593 : EMISSION
70.007 : ENERGY
29.720 : REPELLER
90.331 : IONFOCUS
20.181 :  ENTRANCE_LENS
883.721 : EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
3335.000 = AMUGAIN
132.750 : AMUOFFSET
1.000 : FILAMENT
0.000 : DCPOLARITY
13.233 : ENTLENSOFFSET
0.000 : Ion_Body
0.000 : EXTLENS
421.000 : MASSGAIN
-25.000 : MASSOFFSET

END OF TUNE PARAMETERS

GC280ISOTI.M Tue Apr 04 10:14:35 2023 Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\GC280ISOTI.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutoIntegrate

Generate Report During Run Method: No

Signal Correlation Window: 0.020

Quantitative Report Settings

Report Type: Summary

Output Destination

Screen: Yes
Printer: No
File: No

Generate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

GC280ISOTI.M Tue Apr 04 10:14:35 2023

Page:



**x* Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 10:14:37 2023

GC280ISOTI.M Tue Apr 04 10:14:35 2023 Page:

7



File

:X:\2023\IB\04-26-23\GCMS CAL STD MIX BLANK GC280@ISOTI.D

Operator

~Acquired :
strument :

sample Name:

Misc Info

vial Number:

Response_

Time

2900000
2800000
2700000
2600000
2500000
2400000
2300000
2200000
2100000
2000000
1900000
1800000
1700000
1600000
1500000
1400000
1300000
1200000
1100000
1000000
900000
800000
700000
600000
500000
400000
300000
200000
100000

26 Apr 2023 11:50
Stringbean

GCMS CAL STD MIX BLANK GC280ISOTI
: MEOH

1

using AcgMethod GC280ISOTI.M

Signal: GCMS CAL STD MIX BLANK GC280ISOTI.D\FID1B.ch

View Mode: Integration

400

2.00

T T

RN R
8.00 10.00

12.00

14.

U e T T L

Y=y
00 16.00

T T T
18.00 20.00 22.00 24.00
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28.00



File 1X:\2023\IB\04-26-23\GCMS CAL STD MIX GC280ISOTI.D

Operator
._Acquired : 26 Apr 2023 12:25 using AcgMethod GC280ISOTI.M
hstrument :  Stringbean

gémple Name: GCMS CAL STD MIX GC280ISOTI
Misc Info : MEOH,Exp.03-20-24
Vial Number: 1

9ee next page for

Response 3
- Signal: GCMS CAL STD MIX GC280ISOTI.D\FID1B.ch .
3000000 Zo0med 117 Specta

2900000 & Jabelo. Yo

2800000
View Mode: Integration
2700000
2600000
2500000
2400000
2300000

2200000

2100000
2000000
1800000
1800000
1700000
1600000
1500000
1400000
1300000
1200000
1100000
1000000
900000
800000
700000
600000
500000
400000

300000]

2000004

oo

100000

T T T

L A [T T T FaE T
2.00 400  6.00 800 10.00 1200 14.00 16.00 1800 20.00 2200 2400 26.00 28.00

Time
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File

N

Acquired
strument :

1 X:\2023\IB\04-26-23\GCMS
Operator :

: 26 Apr 2023 12:25

Stringbean

CAL STD MIX GC280ISOTI.D

using AcgMethod GC280ISOTI.M

sample Name: GCMS CAL STD MIX GC280ISOTI

Misc Info

vial Number:

Response_

Time

3000000
2900000
2800000
2700000
2600000
2500000
2400000
2300000
2200000
2100000
2000000
1900000
1800000
1700000
1600000
1500000
1400000
1300000
1200000
1100000
1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

: MEOH,Exp.03-20-24

1

oesed 0.869

Perndhine.

0.348

Signal: GCMS CAL STD MIX GC280ISOTI.D\FID1B.ch
0.489 0.46

Cocorne.
Hydrococore

e i B L
i 1 T 1

0.15 0.20 0.25 030035 0.40

S
B AL EUL RS B 0 Bl DL TS (LA G IR ) Rl il |

045 0.50 055 060 0.65 0.70 0.75 0.80 0.85 0.90 0.95 1.00 1.05 1.10 1.15 1.20 1.25 1.30
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File *X:\2023\IB\0@4-26-23\Testosterone Acetate Std Blank GC280ISOT
e e I.D
Operator
strument : Stringbean
Acquired 1 26 Apr 2023 109:40 using AcgMethod GC280ISOTI.M

Sample Name: Testosterone Acetate Std Blank GC280ISOTI
Misc Info : MEOH

Response_ Signal: Testosterone Acetate Std Blank GC280ISOTI.D\FID1B.ch

5200000
5000000
View Mode: Integration
4800000
4600000
4400000
4200000
4000000
3800000
3600000
3400000
3200000
3000000
2800000
2600000
2400000
2200000
2000000
1800000
1600000
1400000
1200000
1000000

800000

600000

400000

200000

T T T T T T T
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22.00 24.00 26.00 28.00
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Time



File

:X:\2023\IB\04-26-23\Testosterone Acetate Std GC280ISOTI.D

Operator

Acquired

1strument :
»ample Name:

Misc Info

Vial Number:

Response_

Time

5400000

5200000

5000000

4800000

4600000

44000001

4200000

4000000

3800000

3600000

3400000

3200000

3000000

2800000

2600000

2400000

2200000

2000000

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000

Stringbean
Testosterone Acetate Std GC280ISOTI

: 26 Apr 2023 11:14

using AcgMethod GC280ISOTI.M

: MEOH,Sigma,Lot19F©299,Exp.02-06-24

1
Signal: Testosterone Acetate Std GC280ISOTI.D\FID1B.ch

| 38960
-g View Mode: Integration
3
<<
%é
Y
}_

i
T N e v e o e e LN A L O L VL T L R R
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1\methods\ASGC100.M
V"ﬁpod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro =
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro
Data Analysis Post—-Run Cmd/Macro

I

o~ e o

Method Comments:
This is an autosample GC 100-280 / 10 minute method.

END OF METHOD CONTROL PARAMETERS

ASGC100.M Mon Apr 03 13:27:06 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition V'Iw'ype\ ’ M
Stop time (min)
Solvent delay (min)
Trace Ion Detection
Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Time Start Mass
3.00

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
E;<tracted Ion

. D:\MassHunter\GCMS\1\methods\ASGC100.M

‘ATUNE.U
EI
230
150
70.0
Scan
10.00
3.00
False
1
False
N/A

End Mass
50

Type of Event

Label
N/A

N/A
Scan 1-1

Self-Cleaning Ion Source Parameters

Mode

Threshold

§Scan Spegd

" 150!1,562 [N=2]

LParameter
Low Mass ; High Mass
N/A NA
‘N/A 'N/A
;50 550

Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS: Stringbean

D:\MassHunter\GCMS\1\methods\ASGC100.M
Men Apr 03 13:27:08 2023

=rol Information

Sample Inlet : GC
Injection Source : GC ALS
Injection Location: Rear

Mass Spectrometer : Disabled

No Sample Prep method has been assigned to this method.

GC

GC Summary

Run Time 10.001 min
Post Run Time 0 min

Oven

Temperature

Setpoint On
(Initial) 100 °C
Hold Time 1 min

Post Run 50 °C
Program

#1 Rate 70 °C/min
#1 Value 280 °C

#1 Hold Time 6.43 min
Equilibration Time 0.25 min
M  Temperature 350 °C

. ;}mum Temperature Override Disabled
Slow Fan Disabled
ALS

Front Injector

Syringe Size 10 uL
Injection Volume 1 uL
Solvent A Washes (Prelnj) 0

Solvent A Washes (PostInj) 0

Solvent A Volume 8 uL
Solvent B Washes (Prelnj) 0

Solvent B Washes (PostInj) 0

Solvent B Volume 8 ukL
Sample Washes 0

Sample Wash Volume 8 uL
Sample Pumps 6

Dwell Time (PreInj) 0 min
Dwell Time (PostInj) 0 min
Solvent Wash Draw Speed 300 pL/min
Solvent Wash Dispense Speed 3000 pL/min
Sample Wash Draw Speed 300 pL/min
Sample Wash Dispense Speed 3000 pL/min
Injection Dispense Speed 6000 pL/min
Viscosity Delay 3 sec
Sample Depth Disabled
Injection Type Standard
L1 Airgap 0.2 uL

ASGC100.M Mon Apr 03 13:27:06 2023

Page:
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Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

Solvent A Washes (PrelInj)
rent A Washes (PostInj)

..vent A Volume

Solvent B Washes (PreInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInj)

Solvent Wash Draw Speed

Solvent Wash Dispense Speed

Sample Wash Draw Speed

Sample Wash Dispense Speed

Injection Dispense Speed

Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors
Front SS Inlet He

Helium Conservation Controlled
Mode

Heater
i sure
1 Flow

Septum Purge Flow
Pre—Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column

Column #1
Pressure
Setpoint
(Initial)
Post Run

ASGC100.M Mon Apr 03 13:27:06 2023

ke
w

N
o

=
[l =
=

=
=

b=
=

N e I (VIS V)
r
=

o
=]
.
=]

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 uL/min
0 sec
Disabled
Standard
0.5 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

Oon 250 °C

Oon 8.5 psi

on 45.194 mL/min

Oon 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

41.367 mL/min
A Liner has not been selected.

Ooff

Split

On 300 °C

On 10 psi

On 172.89 mL/min
Oon 3 mL/min

Off

Off

50 :1

166.56 mL/min

A Liner has not been selected.

Oon
8.5 psi
7.903 psi

Page:



Column Information
Description
Temperature Range
Dimensions
Heater

\mn lock
Oout
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

Out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

~ “umn Outlet Pressure

Back Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1: Back Signal

ASGC100.M Mon Apr 03 13:27:06 2023

Agilent 19091S-602
HP-1MS
-60 °C—325 °C (350 °C)

12.5 m x 200 um x 0.33 pm (Calibrated)

Oven

Unlocked

Front SS Inlet He
MSD

100 °C

8.5 psi

0.82733 mL/min
52.55 cm/sec
0.39644 min
Constant Pressure

On
10 psi
2.8778 psi

Agilent 190915-913
-60 °C—325 °C (350 °C)

15 m x 320 uym x 0.25 pm (Calibrated)

Oven

Unlocked

Back SS Inlet He
Back Detector FID
100 °C

10 psi

3.3311 mL/min
63.306 cm/sec
0.39491 min
Constant Pressure

0 psi

He

On 300 °cC

On 30 mL/min
Oon 400 mL/min

Oon 25 mL/min
Constant Makeup and Fuel Flow
Oon

Off

Off
Off

Off

Oon
280 °C

Page:



Description
Details
Save

Data Rate

Dual Injection Assignment

/ﬁ\?al #2:

L_ocription

Signal #3:
Description

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Back Signal

Back Signal (FID)
On

50 Hz

Back Sample

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
883.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

e s se ws wa

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE_LENS
EMVOLTS
913.2
1.00
AMUGATIN
AMUOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_Body
EXTLENS
MASSGAIN
MASSOFFSET

: Actual EMV
GAIN FACTOR

END OF TUNE PARAMETERS

ASGC100.M Mon Apr 03 13:27:06 2023
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1l\methods\ASGC100.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutolIntegrate
Generate Report During Run Method:

Signal Correlation Window: 0.020

Quantitative Report Settings

Report Type: Summary

Output Destination

Screen: Yes
Printer: No
File: No

Generate Report During Run Method:

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

ASGC100.M Mon Apr 03 13:27:06 2023

No

No

Page:
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*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Mon Apr 03 13:27:09 2023

Y
ASGC100.M Mon Apr 03 13:27:06 2023 Page:
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File

Operator
AAcqu1red

:X:\2023\IB\04-13-23\GCMS Cal STD Mix Blank 160 GC.D

ﬁstrument :
;ample Name :

Misc Info

Vial Number:

Response_

Time

24000

23500

23000

22500

22000

21500

21000

20500

20000

19500

19000

18500

18000

17500

17000

16500

: 13 Apr 2023 19:21 using AcgMethod ASGC100.M
Stringbean
GCMS Cal STD Mix Blank 100 GC
: MEOH
2

Signal: GCMS Cal STD Mix Blank 100 GC.D\FID1B.ch

View Mode: Integration

o

T LB R L L B B |

0I50 100 150 2.00 250 300 350 400 4.50 500 550 600 6.50 7.00 7.50 800 850 900 9.50
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File

Acquired

:X:\2023\IB\04-13-23\GCMS Cal STD Mix 10@ GC.D
Operator :

nstrument :
sample Name:

Misc Info

Vial Number:

Response_

Time

2300000

2200000

2100000

2000000

1900000

1800000

1700000

1600000

1500000

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

: 13 Apr 2023 19:34 using AcgMethod ASGC100.M
Stringbean

GCMS Cal STD Mix 100 GC

3

0.426

: MEOH, Exp.03-20-24

Signal: GCMS Cal STD Mix 100 GC.D\FID1B.ch

3.050
View Mode: Integration
S
] 4.041
X
)
Ny
S
S
4.561
ég
N

T

T T 77 r
0.50 1.00

WINENEEITS W R— SR RN

L o B B R L A AL N

i

150 I2I00 250 3.00 350 4.00 450 500 550 6.00 650 7.00 7.50 800 850 9.00 9.50



File :X:\2023\IB\04-13-23\GCIR Test Solution Blank 100 GC.D
Operator
/“Acqu1red : 13 Apr 2023 20:00 using AcgMethod ASGC100.M
nstrument i Stringbean

;ample Name: GCIR Test Solution Blank 100 GC
Misc Info : MEOH
Vial Number: 4

RE=ponsel Signal: GCIR Test Solution Blank 100 GC.D\FID1B.ch

23500

23000

22500

22000

View Mode: Integration
21500

21000

20500

20000

19500

19000

18500

18000

17500

17000

16500

L
i B e S LS S UL I

LI W
i 0.50 100 1.50 200 250 3.00 350 4.00 4.50 5.00 550 600 6.50 700 7.50 800 850 9.00 9.50
ime



File

:X:\2023\IB\04-13-23\GCIR Test Solution 100 GC.D

Operator

~-Acquired

astrument :
sample Name:

Misc Info

vial Number:

Response_

-

Time

3.4e+07

3.2e+07

3e+07

2.8e+07

2.6e+07

2.4e+07

2.2e+07

2e+07

1.8e+07

1.6e+07

1.4e+07

1.2e+07

1e+07

8000000

6000000

4000000

2000000

: 13 Apr 2023 20:13 using AcqMethod ASGC100.M

Stringbean
GCIR Test Solution 1080 GC

5

0.453

0.428

: ©.5N NaOH/CHCL3, Exp.02-23-24

Signal: GCIR Test Solution 100 GC.D\FID1B.ch

1.512
g

1.432
§ e g

g % View Mode: Integration

S~ §
N < R
1.2985 5?

Amphelomire

T

0.50

Tr7I |J|1 Tr T T TorT L o e § LANLIE 2 Lt B | TIiT17T LINL L L L ) IIIIIII1 LU LA T l}lll T Trri T7T
T T T T T 1 T T T NI T

1.00 1.50 200 250 3.00 350 4.00 450 5.00 550 600 650 7.00 750 800 850 900 9.50



File
Operato

~Acquired

:X:\2023\IB\@4-13-23\THPFF4 Mix Blank 100 GC.D

r

nstrument :
Sample Name: THPFF4 Mix Blank 100 GC

Misc Info

Vial Number:

Response_

Time

23500

23000

22500

22000

21500

21000

20500

20000

19500

19000

18500

18000

17500

17000

16500

: 13 Apr 2023 20:40 using AcgMethod ASGC100.M

Stringbean

: MEOH

6

Signal: THPFF4 Mix Blank 100 GC.D\FID1B.ch

View Mode: Integration

T

| IR0 W
0.50 1.00

L o e L I B e e | it T o e e B L e B Sttt B i L i O L T
T I T T I I I | I I

1.50 200 250 3.00 3.50 4.00 450 500 550 6.00 6.50 700 7.50 8.00 8.50 9.00 950



File

1X:\2023\IB\@4-13-23\THPFF4 Mix 100 GC.D

Operator

ﬁcquired

nstrument :
>amp1e Name: THPFF4 Mix 100 GC

Misc Info

Vial Number:

Response_

Time

1250000
1200000
1150000
1100000
1050000
1000000
950000
900000
850000
800000
750000
700000
650000
600000
550000
500000
450000
400000
350000
300500
250000
200000
150000
100000

50000

: 13 Apr 2023 20:53 using AcqMethod ASGC100.M

Stringbean

: MEOH, Exp.03-22-24

7
Signal: THPFF4 Mix 100 GC.D\FID1B.ch
0.426 3.496
View Mode: Integration
X
S N
X Q¥
S S
3 N
k ]
LT TRl """"'I""I""' "[""I"" -L""'I LSS i LSRRV LT R0 ) -0 RN SRR T (KA (T
0.50 1.|00 1.50 2.00 250 3.00 3.50 4.00 4.50 500 550 6.00 6.50 7.00 7.50 8.00 8.50 9.00 950



File :X:\2023\IB\04-13-23\Testosterone Acetate STD Blank 100 GC.D
Operator

~\cquired : 13 Apr 2023 21:19 using AcgMethod ASGC100.M
nstrument : Stringbean

Sample Name: Testosterone Acetate STD Blank 100 GC
Misc Info : MEOH
Vial Number: 8

Resp°”se—24ooo Signal: Testosterone Acetate STD Blank 100 GC.D\FID1B.ch

23500
23000

22500 W

22000

View Mode: Integration

21500

21000

20500

20000

18500

18000

18500 {

18000

17500

17000

16500

s R e 2 e e s e LN LSS ELALTL R N

i 0.50 100 150 200 250 3.00 350 400 450 500 550 6.00 650 7.00 7.50 800 850 900 950
ime



File :X:\2023\IB\04-13-23\Testostercne Acetate STD 100 GC.D
Operator
~—Acquired : 13 Apr 2023 21:32 using AcgMethod ASGC1@0.M
nstrument : Stringbean

sample Name: Testosterone Acetate STD 100 GC
Misc Info : MEOH,Sigma,Lot19F0299,Exp.02-06-24
Vial Number: 9

Response_ Signal: Testosterone Acetate STD 100 GC.D\FID1B.ch
0.426 5377
2000000

1900000
View Mode: Integration
1800000
1700000
1600000
1500000
1400000
1300000

1200000

1100000

Testosterone  Awtate

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

L ﬂ____AMJ¢h_qﬁ,. L. M

Il L
LI AL AT L S B LA B I R S IR ALY L e e T B LR DL B

A S NI WL T LR | B B

050 100 1.50 200 250 3.00 350 4.00 450 500 550 6.00 650 7.00 7.50 8.00 850 900 950'

Time



METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\ASGC200.M

} whod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro

Method Comments:
This is an autosample GC 200-280 / 10 minute method.

END OF METHOD CONTROL PARAMETERS

ASGC200.M Tue Apr 04 09:43:08 2023
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion éo\‘urcvev .

Sour:ce" teh;é;aturé (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Avt‘:quisiiivo’n Typew -
Stop time (min)

Solvent delay (min)
Trééé Ion beu.wte\ctiowr;

Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Start Mass
3.00

Time

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Exf}'é~cted Ion

D:\MassHunter\GCMS\1\methods\ASGC200.M

Self-Cleaning Ion Source Parameters

Mode

= Agilent bt e

ATUNE.U
EI
230
150
70.0
Scan
10.00
3.00
False
1
False
N/A
End Mass . Threshold
50 550
QType bf Event  Parameter
Label ‘Low IwVI;ss“ ~
N/A ‘N/A
N/A N/A
Scan 1-1 50
No Cleaning

Scan Speed
150 1,562 [N=2]

High Mass
N/A
N/A
550

Page 1



INSTRUMENT CONTROL PARAMETERS: Stringbean

D:\MassHunter\GCMS\1\methods\ASGC200.M
Tue Apr 04 09:43:09 2023

/H\Frol Information

Sample Inlet

Injection Source :
Injection Location: Rear
Mass Spectrometer

No Sample Prep method has

GC
GC ALS

Disabled

been assigned to this method.

GC

GC Summary

Run Time 10.003 min

Post Run Time 0 min

Oven

Temperature

Setpoint On

(Initial) 200 °C

Hold Time 1 min

Post Run 50 °C

Program

#1 Rate 70 °C/min

#1 Value 280 °C

#1 Hold Time 7.86 min

Equilibration Time 0.25 min

M Temperature 350 °C
mum Temperature Override Disabled

Slow Fan Disabled

ALS

Front Injector

Syringe Size 10 uL

Injection Volume 1 pL

Solvent A Washes (Prelnj) 0

Solvent A Washes (PostInj) 0

Solvent A Volume 8 ul

Solvent B Washes (Prelnj) 0

Solvent B Washes (PostInj) 0

Solvent B Volume 8 uL

Sample Washes ) 0

Sample Wash Volume 8 uL

Sample Pumps 6

Dwell Time (PreInij) 0 min

Dwell Time (PostInj) 0 min

Solvent Wash Draw Speed 300 pL/min

Solvent Wash Dispense Speed 3000 pL/min

Sample Wash Draw Speed 300 pL/min

Sample Wash Dispense Speed

Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

ASGC200.M Tue Apr 04 09:43:

3000 pL/min
6000 pL/min
3 sec
Disabled
Standard
0.2 pL

08 2023 Page:



Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

Solvent A Washes (Prelnj)
vent A Washes (PostInj)

«..vent A Volume

Solvent B Washes (PreInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)

Solvent Wash Draw Speed

Solvent Wash Dispense Speed

Sample Wash Draw Speed

Sample Wash Dispense Speed

Injection Dispense Speed

Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
) sure

jil Flow
Septum Purge Flow
Pre—Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column

Column #1
Pressure
Setpoint
(Initial)
Post Run

ASGC200.M Tue Apr 04 09:43:08 2023

>
w

i
o
=
[l
=

=
=

pL

uL

O PR NDDNBS NN

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 nL/min
0 sec
Disabled
Standard
0.5 pL

A, B

Sample overlap is not enabled

Pause for user interaction

Ooff

Split

On 250 °C

On 10 psi

On 35.096 mL/min

On 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

31.466 mL/min
A Liner has not been selected.

Off

Split

On 300 °cC

Oon 15 psi

On 195.71 mL/min
On 3 mL/min

Off

Off

50 :1

188.93 mL/min

A Liner has not been selected.

On
10 psi
7.903 psi

Page: 3



Column Information Agilent 19091S-602

Description HP-1MS
Temperature Range -60 °C—325 °C (350 °C)
Dimensions 12.5 m x 200 um x 0.33 pm (Calibrated)
ggater Oven
\mn lock Unlocked
L. Front SS Inlet He
out MSD
(Initial) 200 °C
Pressure 10 psi
Flow 0.62932 mL/min
Average Velocity 47.607 cm/sec
Holdup Time 0.43761 min
Control Mode Constant Pressure
Column #2
Pressure
Setpoint On
(Initial) 15 psi
Post Run 2.8778 psi
Column Information Agilent 190915-913
Temperature Range -60 °C—325 °C (350 °C)
Dimensions 15 m x 320 uym x 0.25 pm (Calibrated)
Heater Oven
Column lock Unlocked
In Back SS Inlet He
out Back Detector FID
(Initial) 200 °C
Pressure 15 psi
Flow 3.7787 mL/min
Average Velocity 79.511 cm/sec
Holdup Time 0.31442 min
Control Mode Constant Pressure
s ;ymn Outlet Pressure 0 psi
Back Detector FID
Makeup He
Heater on 300 °C
H2 Flow Oon 30 mL/min
Air Flow On 400 mL/min
Makeup Flow On 25 mL/min
Carrier Gas Flow Correction Constant Makeup and Fuel Flow
Flame On
Blank Evaluation Setpoints
Perform Blank Evaluation Test Off

Helium Conservation
Helium Valve Off
Nitrogen Valve Off

Detector Evaluation
Perform Detector Evaluation Test Off

MSD Transfer Line

Temperature

Setpoint On
(Initial) 280 °cC
Signals

Signal #1: Back Signal

ASGC200.M Tue Apr 04 09:43:08 2023 Page: 4



Description Back Signal

Details Back Signal (FID)
Save On

Data Rate 50 Hz

Dual Injection Assignment Back Sample
/ﬁ\pal #2:

L.ocription None

Signal #3:

Description None

Signal #4:

Description None
Signal #5:

Description None

Signal #6:

Description None

Signal #7:

Description None

Signal #8:

Description None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593 3 EMISSION
70.007 z ENERGY
29.720 : REPELLER
90.331 : TIONFOCUS
20.181 5 ENTRANCE_LENS
883.721 : EMVOLTS
913.2 : Actual EMV
1.00 : GAIN FACTOR
3335.000 : AMUGAIN
132.750 2 AMUOFFSET
1.000 : FILAMENT
0.000 : DCPOLARITY
13.233 : ENTLENSOFFSET
0.000 R Ion_Body
0.000 z EXTLENS
421.000 : MASSGAIN
-25.000 : MASSOFFSET

END OF TUNE PARAMETERS

ASGC200.M Tue Apr 04 09:43:08 2023 Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\ASGC200.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: Autolntegrate
Generate Report During Run Method:

Signal Correlation Window: 0.020

Quantitative Report Settings

Report Type: Summary

Output Destination

Screen: Yes
Printer: No
File: No

Generate Report During Run Method:

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

ASGC200.M Tue Apr 04 09:43:08 2023

No

No

Page:
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*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 09:43:10 2023

ASGC200.M Tue Apr 04 09:43:08 2023 Page:



File

:X:\2023\IB\04-13-23\GCMS Cal STD Mix Blank 20@ GC.D

Operator

Acquired

pstrument S
sample Name:

Misc Info

Vial Number:

Response_

Time

27500

27000

26500

26000

25500

25000

24500

24000

23500

23000

22500

22000

21500

21000

20500

20000

19500

18000

18500

18000

17500

17000

: 13 Apr 2023 21:59 using AcgMethod ASGC200.M
Stringbean
GCMS Cal STD Mix Blank 200 GC
: MEOH
2

Signal: GCMS Cal STD Mix Blank 200 GC.D\FID1B.ch

View Mode: Integration

L I T T GO S i L B AL 20 Y US| L i 1 i e i e o L BN L LA LY (LU CEL Y LN B [N

050 1.00 1.50 2.00 2.50 300 3.50 400 450 500 550 6.00 650 7.00 7.50 8.00 8.50 900 950



File

:X:\2023\IB\©@4-13-23\GCMS Cal STD Mix 206 GC.D

Operator

.—acquired

nstrument :
Sample Name:

Misc Info

Vial Number:

Response_

Time

1800000

1700000

1600000

1500000

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

;13 Apr 20623 22:11 using AcgMethod ASGC200.M

Stringbean
GCMS Cal STD Mix 200 GC

3

Fetbrcine

s

: MEOH, Exp.03-20-24

Signal: GCMS Cal STD Mix 200 GC.D\FID1B.ch

0.340 0.808 1.746

2211
View Mode: Integration

Cow/nz
Hydlrocopre

L S

0.50

B R R L s S e s AR LA

-ln I T T
1.I00 1.50 200 250 3.00 3.50 4.00 4.50 5.00 550 6.00 650 7.00 7.50 8.00 8.50 900 950



File

:X:\2023\IB\04-13-23\Buprenorphine STD Blank 26@ GC.D

Operator

_—Acquired

\nstrument :
>amp1e Name:

Misc Info

vial Number:

Response_

Time

245001

24000

23500

23000

22500

22000

21500

21000

20500

20000

19500

19000

18500

18000

17500

17000

|

: 13 Apr 2023 22:37 using AcgMethod ASGC200.M
Stringbean
Buprenorphine STD Blank 200 GC
: MEOH
10
Signal: Buprenorphine STD Blank 200 GC.D\FID1B.ch
1
View Mode: Integration
M s e e T e B Rt e o S e 2 I SRS S I
0.50 100 1.50 200 2.50 300 350 4.00 450 500 550 6.00 650 7.00 750 800 8.50 9.00 9.50



File

:X:

Operator

cquired 5
strument :

sample Name:

Misc Info

Vial Number:

Response_

Time

650000

600000

550000

500000

450000

400000

350000

300000

250000

200000

150000

100000

50000

\2023\IB\04-13-23\Buprenorphine STD 200 GC.D
13 Apr 2023 22:50 using AcgMethod ASGC200.M
Stringbean

Buprenorphine STD 200 GC

: MEOH,Cerilliant,LotFE@3191903,Exp.06/24

11

Signal: Buprenorphine STD 200 GC.D\FID1B.ch
0.340 5.359

View Mode: Integration

Buyprenorphine

JL

T ||[¥A(|l- -l||1||||1 l|ll lllllllilil T T VI r|||||||‘[rtir[r||| -lll‘

050 1.00 150 2.00 2.50 300 350 400 450 5.00 550 600 650 7.00 7.50 8.00 850 900 950



File
Operato

,h§cqu1red

:X:\2023\1IB\P4-13-23\LSD STD Blank 200 GC.D

r

nstrument :
>amp1e Name:

Misc Info

Vial Number:

Response_

Time

26000

25500

25000

24500

24000

23500

23000

22500

22000

21500

21000

20500

20000

19500

19000

18500

18000

17500

17000

: 13

LS

12

Apr 2023 23:15 using AcgMethod ASGC200.M
Stringbean
D STD Blank 200 GC

: MEOH

Signal: LSD STD Blank 200 GC.D\FID1B.ch

iew Mode: Integration

TV T T L3t i A LS i e i (LI LR RLE PR o ot UL O AP L B 8 WS RTINS S D

050 100 150 200 250 300 3.50 4.00 4.50 500 550 6.00 6.50 700 7.50 8.00 850 9.00 9.50



File :X:\2023\IB\0P4-13-23\LSD STD 200 GC.D

Operator
—Acquired : 13 Apr 2023 23:28 using AcgMethod ASGC200.M
nstrument :  Stringbean

Sample Name: LSD STD 200 GC
Misc Info : MEOH,Cerilliant,LotFE10161901,Exp.10/24

vial Number: 13

Response_ Signal: LSD STD 200 GC.D\FID1B.ch
0.340 3.494
1250000

1200000
1150000 View Mode: Integration
1100000

1050000

L9D

1000000

950000

900000

850000

800000

750000

700000

650000

600000

550000

500000

450000

400000

350000

300000

250000

200000

150000

100000

50000

M st 1 Ve

N B i [ B B T B e T e o o S e L R B LN
T T I I I 1 |

0.50 1.00 1.50 2.00 256 300 3.50 400 450 500 550 600 6.50 700 750 8.00 8.50 9.00 9.50

Time

L I b e B A L A L L L L



File :X:\2023\IB\04-13-23\Testosterone Acetate STD Blank 200 GC.D
Operator

~~Acquired : 13 Apr 2023 23:54 using AcgMethod ASGC200.M
astrument : Stringbean

Sample Name: Testosterone Acetate STD Blank 200 GC
Misc Info : MEOH
Vvial Number: 8

Response_ 1 Signal: Testosterone Acetate STD Blank 200 GC.D\FID1B.ch
27000

26500
26000

25500

25000

24500 View Mode: Integration

24000

23500

23000

22500

22000

21500

21000

20500

20000

19500

19000

18500

18000

17500

17000

LN L A L i S B e g 7 T R R B L et e LR SR R TR B | LU\t B I B A ) LA GO B LR LN

- 0.50 100 150 200 250 3.00 3.50 400 450 5.00 5.50 600 650 7.00 7.50 800 850 9.00 9.50
ime



File :X:\2023\IB\04-13-23\Testosterone Acetate STD 200 GC.D
Operator

~~—Acquired : 14 Apr 2023 00:96 using AcgMethod ASGC200.M
astrument : Stringbean

Sample Name: Testosterone Acetate STD 200 GC
Misc Info : MEOH,Sigma,Lot19F0299,Exp.02-06-24
Vial Number: 9

Response_ Signal: Testosterone Acetate STD 200 GC.D\FID1B.ch
T
2600000] 0340 2.180

2500000
2400000 View Mode: Integration
2300000
2200000
2100000
2000000
1900000
1800000
1700000
1600000

1500000

Teolooterone  Acetare

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

T

100000 \
L oo

rlhll-l -lllllrnllil-rllllllllll erl'llll{jl LER o 5L SSLED I JBF I LU B r|llJIIII|lI1YTI|fr|| illl!l

Ti 0.50 1.00 150 2.00 250 3.00 350 4.00 450 5.00 550 6.00 650 7.00 7.50 8.00 850 9.00 9.50
ime



File :X:\2023\IB\04-13-23\Testosterone Benzoate STD Blank 200 GC.D
Operator :
.~Acquired : 14 Apr 2023 00:32 using AcgMethod ASGC200.M
nstrument : Stringbean

Sample Name: Testosterone Benzoate STD Blank 260 GC
Misc Info : MEOH
vial Number: 14

Response_ Signal: Testosterone Benzoate STD Blank 200 GC.D\FID1B.ch
25000

24500

24000

23500

23000

View Mode: Integration

22500

22000

21500

21000

20500

20000

18500

19000

18500

18000

17500

17000
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File

:X:\2023\IB\04-13-23\Testosterone Benzoate STD 200 GC.D

Operator

~Acquired

astrument :
Sample Name:

Misc Info

Vial Number:

Response_

Time

1350000
1300000
1250000
1200000
1150000
1100000
1050000
1000000
950000
900000
850000
800000
750000
700000
650000
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000
100000

50000

: 14 Apr 2023 00:44 using AcgMethod ASGC200.M

Stringbean
Testosterone Benzoate STD 200 GC

: MEOH,Sigma,Lot49F0246,Exp.02-10-24

15
Signal: Testosterone Benzoate STD 200 GC.D\FID1B.ch
0.341 5.680
View Mode: Integration
3
%
Q
3
§§
N
0.371
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1\methods\ASGC150IS0.M
*" “hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro =
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro

P P

Method Comments:
This is an autosample GC 150 Isothermal / 10 minute method.

END OF METHOD CONTROL PARAMETERS

ASGC150IS0.M Tue Apr 04 09:57:24 2023

Page:

1



Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type

Stop time (min)

Solvent delay (min)

Trace Ion Detection

Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments

r T lstart Mass
3.00'

2

‘Time

Timed Events

Time

Real-Time Plots
Type of Plot
TEtaI ’Ion o
Spectrum
Extracted Ion

D:\MassHunter\GCMS\1\methods\ASGC150ISO.M

ATUNE.U
El
230
150
70.0
Scan
10.00
3.00
False
1
False
N/A

End Mass
50

EType of Event

" Label
N/A
N/A

Scan 1-1

Self-Cleaning Ion Source Parameters

Mode

: '_:’AAgiIent * g e

Threshold Scan Speed
550 150 1,562 [N=2]
;Parameter
Low Mass High Mass
N/A NA
N/A AN/A
.50 550

No VC\Ieani\hg

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\ASGC150IS0.M

Tue Apr 04 09:57:25 2023

Frol Information

Sample Inlet : GC
Injection Source : GC ALS
Injection Location: Rear

Mass Spectrometer : Disabled

Stringbean

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

T ™\ Temperature

N mum Temperature Override
Slow Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (PrelInj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PrelInij)
Solvent B Washes (PostInij)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

ASGC150IS0O.M Tue Apr 04 09:57:24 2023

10 min
0 min

On

150 °C
1 min
50 °C

70 °C/min
150 °C
9 min

0.25 min
350 °C

Disabled
Disabled

-
o
ke
e
=

i
=

L

pL

OO VOWOO WO o+

min

0 min

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 pL/min
3 sec
Disabled
Standard
0.2 uL

Page:



Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

Splvent A Washes (PrelInj)
7ent A Washes (PostInj)

r..vent A Volume

Solvent B Washes (PrelInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInj)

Solvent Wash Draw Speed

Solvent Wash Dispense Speed

Sample Wash Draw Speed

Sample Wash Dispense Speed

Injection Dispense Speed

Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
T gsure

1l Flow
Septum Purge Flow
Pre-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow
Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column

Column #1
Pressure
Setpoint
(Initial)
Post Run

ASGC150I80.M Tue Apr 04 09:57:24 2023

10 pL

N
=
=

h ]
=

R E e DN RN
T T
= =

o
=
.
=]

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 uL/min
6000 pL/min
0 sec
Disabled
Standard
0.5 puL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

Oon 250 °C

On 10 psi

on 41.72 mL/min

On 3 mL/min

Ooff

Oon 20 mL/min after 3 min
50 :1

37.96 mL/min
A Liner has not been selected,

on 300 °C

On 12.5 psi

Oon 185.83 mL/min

Oon 3 mL/min

Off

Off

50 :1

179.24 mL/min

A Liner has not been selected.

10 psi
7.903 psi

Page:



Column Information Agilent 190915-602

Description HP-1MS
Temperature Range -60 °C—325 °C (350 °C)
Dimensions 12.5 m x 200 um x 0.33 um (Calibrated)
Heater Oven
amn lock Unlocked
Lew Front SS Inlet He
out MSD
(Initial) 150 °C
Pressure 10 psi
Flow 0.75921 mL/min
Average Velocity 51.363 cm/sec
Holdup Time 0.40561 min
Control Mode Constant Pressure
Column #2
Pressure
Setpoint On
(Initial) 12.5 psi
Post Run 2.8778 psi
Column Information Agilent 190915-913
Temperature Range -60 °C—325 °C (350 °C)
Dimensions 15 m x 320 pym x 0.25 pm (Calibrated)
Heater Oven
Column lock Unlocked
In Back SS Inlet He
Out Back Detector FID
(Initial) 150 °C
Pressure 12.5 psi
Flow 3.5849 mL/min
Average Velocity 72.069 cm/sec
Holdup Time 0.34689 min
Control Mode Constant Pressure
7 ‘ymn Outlet Pressure 0 psi
Back Detector FID
Makeup He
Heater Oon 300 °C
H2 Flow On 30 mL/min
Air Flow Oon 400 mL/min
Makeup Flow On 25 mL/min
Carrier Gas Flow Correction Constant Makeup and Fuel Flow
Flame Oon
Blank Evaluation Setpoints
Perform Blank Evaluation Test Off

Helium Conservation
Helium Valve Off
Nitrogen Valve Off

Detector Evaluation
Perform Detector Evaluation Test Off

MSD Transfer Line

Temperature

Setpoint Oon
(Initial) 280 °C
Signals

Signal #1: Back Signal

ASGC150IS0O.M Tue Apr 04 09:57:24 2023 Page: 4



Description
Details
Save

Data Rate

Dual Injection Assignment

—
hal #2:
L_.ocription

Signal #3:
Description

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Trace

34.593
70.007
29.720
90.331
20.181
883.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

ASGC150IS0O.M Tue Apr 04 09:57:24 2023

®s ss ss ss a8 ws we s W

Back Signal
Back Signal
On

50 Hz

Back Sample

(FID)

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Ion Detection is OFF.

EMISSION

ENERGY

REPELLER

TIONFOCUS

ENTRANCE_LENS

EMVOLTS

Actual EMV
GAIN FACTOR

913.2 =
1.00
AMUGAIN
AMUOQFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_ Body
EXTLENS
MASSGAIN
MASSOFFSET

END OF TUNE PARAMETERS

Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\ASGC150IS0.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: Autolntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Quantitative Report Settings

Report Type: Summary

Output Destination

Screen: Yes
Printer: No
File: No

Generate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

ASGC150IS0O.M Tue Apr 04 09:57:24 2023

Page:
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*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 09:57:27 2023

ASGC150IS0O.M Tue Apr 04 09:57:24 2023 Page:
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File :X:\2023\IB\04-13-23\GCMS Cal STD Mix Blank 150ISO GC.D
Operator
.-~Acquired : 14 Apr 2023 01:11 using AcgMethod ASGC150ISO.M
1strument : Stringbean

sample Name: GCMS Cal STD Mix Blank 150ISO GC
Misc Info : MEOH
Vial Number: 2

Response_ Signal: GCMS Cal STD Mix Blank 1501SO GC.D\FID1B.ch
17600

17500

17400

17300

17200

17100

17000

16900

16800

16700

16600

16500

16400

16300

16200

16100

16000
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/%

File :X:\2023\IB\04-13-23\GCMS Cal STD Mix 150ISO GC.D
Operator

~—acquired : 14 Apr 2023 01:23 using AcgMethod ASGC150IS0.M
nstrument : Stringbean

Sample Name: GCMS Cal STD Mix 150ISO GC
Misc Info : MEOH, Exp.03-20-24
vial Number: 3

No chora’ﬂon of peatts e

Response_ Signal: GCMS Cal STD Mix 1501SO GC.D\FID1B.ch
560000 0.374 3,340

540000
520000 View Mode: Integration
500000
480000
460000
440000
420000
400000
380000
360000
340000
320000
300000
280000
260000
240000
220000
200000
180000
160000
140000
120000
100000

80000

60000

40000

20000 I AI " - £ ™ .Ililll.t-llllll- llllinlul
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File :X:\2023\IB\04-13-23\GCIR Test Solution Blank 150ISO GC.D
Operator
--Acquired : 14 Apr 2023 01:49 using AcgMethod ASGC150ISO.M
astrument : Stringbean

sample Name: GCIR Test Solution Blank 158ISO GC
Misc Info : MEOH
Vial Number: 4

NCSD

Responseﬁoaoo Signal: GCIR Test Solution Blank 1501SO GC.D\FID1B.ch

20600
20400
20200
20000
19800
19600
19400
19200
19000
18800 View Mode: Integration
18600
18400
18200
18000
17800
17600
17400

17200

17000
16800
16600
16400
16200
16000
15800

15600 M‘M
15400 .

AL L I LA T LI LA L T T T

LB I [ELI i S L ) L S o S B 5 SEUSLTEL (ILRLLL Y SIS I WO LML LR

i l{IJ50 1.00 1.50 2.00 250 3.00 3.50 4.00 450 500 550 6.00 6.50 7.00 750 800 850 900 9.50
ime



File

Operator
—Acquired

N

+X:\2023\IB\04-13-23\GCIR Test Solution 150IS0O GC.D

nstrument :

sample Name:

Misc Info

Vial Number:

Response_

Time

4.8e+07

4.6e+07

4 4e+07

4.2e+07

4e+07

3.8e+07

3.6e+07

3.4e+07

3.2e+07

3e+07

2.8e+07

2.6e+07

2.4e+07

2.2e+07

2e+07

1.8e+07

1.6e+07

1.4e+07

1.2e+07

1e+07

8000000

6000000

4000000

2000000

: 14 Apr 2023 02:02 using AcgMethod ASGC150IS0.M
Stringbean

GCIR Test Solution 150ISO GC

¢ ©.5N NaOH/CHCL3, Exp.902-23-24

5
S next page for
Signal: GCIR Test Solution 1501SO GC.D\FID1B.ch 1 OC"r0~
0.48403 Zoomed N 9p
& labels.
View Mode: Integration
0.4983
D. 549
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0.50 1.00 150 200 250 3.00 350 4.00 4.50 500 550 6.00 650 7.00 7.50 8.00 8.50 900 9.50



File :X:\2023\IB\04-13-23\GCIR Test Solution 150IS0 GC.D
Operator

Acquired : 14 Apr 2023 02:02 using AcgMethod ASGC150IS0.M
nstrument : Stringbean

Sample Name: GCIR Test Solution 15@I50 GC
Misc Info : ©.5N NaOH/CHCL3, Exp.02-23-24
vial Number: 5

REELIIEC Signal: GCIR Test Solution 1501SO GC.D\FID1B.ch
0.603

4.8e+07
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w
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\ASGC280IS0.M

VAWhod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post—-Run Cmd/Macro

Method Comments:
This is an autosample GC 280 Isothermal / 10 minute method.

END OF METHOD CONTROL PARAMETERS

ASGC280ISO.M Tue Apr 04 10:07:39 2023

Page:
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Single Quadrupole Acquisition Method - MS Parameters Report

Method file
Tune file
I;)n sdur;é
Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acqﬁisitioﬁ ;I;Ype ” -
Stop time (min)
Solvent delay (min)
Trace Io}'iw Betec;iori
Gain Factor
EM SiNl‘ver o
EM Saver Limit
Scan Time Segments

Start Mass
3.00

Time

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Extracted Ion

Self-Cleaning Ion Source Parameters

Mode

o A

Agilent

: D:\MassHunter\GCMS\1\methods\ASGC280IS0O.M

{ATUNE.U
EI
230
150
70.0
Scan
10.00
3.00
False
1
False
N/A
End Mass Threshold Scan Speed
50 550 150 1,562 [N=2]
Type of Event ‘Parameter
Label Low Mass High Mass
N/A N/A N/A
N/A N/A N/A
Scan 1-1 {50 550
No Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS:

D:\MassHunter\GCMS\1\methods\ASGC280IS0.M
Tue Apr 04 10:07:40 2023

“rol Information

Sample Inlet

Injection Source :
Injection Location: Rear
Mass Spectrometer

No Sample Prep method has

GC
GC ALS

Disabled

Stringbean

been assigned to this method.

GC

GC Summary

Run Time 10 min
Post Run Time 0 min
Oven

Temperature

Setpoint On
(Initial) 280 °C
Hold Time 1 min
Post Run 50 °C
Program

#1 Rate 70 °C/min
#1 Value 280 °C

#1 Hold Time 9 min
Equilibration Time 0.25 min
i Temperature 350 °C

. Amum Temperature Override Disabled
Slow Fan Disabled
ALS

Front Injector

Syringe Size 10 uL
Injection Volume 1 upL
Solvent A Washes (PrelInj) 0

Solvent A Washes (PostInj) 0

Solvent A Volume 8 uL
Solvent B Washes (PrelInj) 0

Solvent B Washes (PostInj) 0

Solvent B Volume 8 pL
Sample Washes 0

Sample Wash Volume 8 pL
Sample Pumps 6

Dwell Time (Prelnj) 0 min
Dwell Time (PostInij) 0 min
Solvent Wash Draw Speed 300 pL/min
Solvent Wash Dispense Speed 3000 pL/min
Sample Wash Draw Speed 300 pL/min

Sample Wash Dispense Speed

Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

ASGC280IS0.M Tue Apr 04 10:

3000 pL/min
6000 pL/min

3 sec

Disabled
Standard

0.2 uL

07:39 2023

Page:



Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

Snlvent A Washes (PreInj)
vent A Washes (PostInj)

Lt..Vvent A Volume

Solvent B Washes (PreInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInj)

Solvent Wash Draw Speed

Solvent Wash Dispense Speed

Sample Wash Draw Speed

Sample Wash Dispense Speed

Injection Dispense Speed

Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
¥ sure

1 Flow
Septum Purge Flow
Pre-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre—Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column

Column #1
Pressure
Setpoint
(Initial)
Post Run

ASGC280IS0O.M Tue Apr 04 10:07:39 2023

e
w

i
(&)
by
Hx=
[

=
[l

nL

pL

o PRr P ENNENN

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.5 uL

A, B

Sample overlap 1s not enabled

Pause for user interaction

Off

Split

Oon 250 °C

On 10 psi

On 27.687 mL/min

On 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

24.203 mL/min
A Liner has not been selected.

On 300 °C

On 17.5 psi

Oon 185.67 mL/min

Oon 3 mL/min

Off

Ooff

50 :1

179.09 mL/min

A Liner has not been selected.

10 psi
7.903 psi

Page:



Column Information
Description
Temperature Range
Dimensions
§ ater

lmn lock
Lo
out
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

~ amn Outlet Pressure

Back Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1: Back Signal

ASGC280ISO.M Tue Apr 04 10:07:39 2023

Agilent 190915-602
HP-1MS

-60 °C—325 °C (350 °C)
12.5 m x 200 pm x 0.33 pm (Calibrated)
Oven

Unlocked

Front SS Inlet He

MSD

280 °C

10 psi

0.48406 mL/min

42.809 cm/sec

0.48666 min

Constant Pressure

Oon
17.5 psi
2.8778 psi

Agilent 190915-913
-60 °C—325 °C (350 °C)
15 m x 320 pm x 0.25 pm (Calibrated)
Oven

Unlocked

Back SS Inlet He

Back Detector FID

280 °C

17.5 psi

3.5818 mL/min

82.747 cm/sec

0.30213 min

Constant Pressure

0 psi

He

On 300 °C

On 30 mL/min
On 400 mL/min
On 25 mL/min

Constant Makeup and Fuel Flow
On
Off

Off
Off

Off

On
280 °C

Page: 4



Description
Details
Save

Data Rate

Dual Injection Assignment

nal #2:
. scription

Signal #3:
Description

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Back Signal

Back Signal (FID)
Oon

50 Hz

Back Sample

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

)34.593
70.007
29.720
90.331
20.181

883.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

ASGC280ISO.M Tue Apr 04 10:07:39 2023

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE_LENS
EMVOLTS

913.2

1.00

AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_Body
EXTLENS

MASSGAIN
MASSOFFSET

Actual EMV
GAIN FACTOR

END OF TUNE PARAMETERS

Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\ASGC280ISO.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutoIntegrate

Generate Report During Run Method: No

Signal Correlation Window: 0.020

Quantitative Report Settings

Report Type: Summary

Output Destination

Screen: Yes
Printer: No
File: No

Generate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

ASGC280ISO.M Tue Apr 04 10:07:39 2023

Page:
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*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 10:07:42 2023

ASGC280IS0O.M Tue Apr 04 10:07:39 2023 Page:



File :X:\2023\IB\04-13-23\GCMS Cal STD Mix Blank 280ISO GC.D
Operator

Fﬁcquir‘ed : 14 Apr 2023 02:30 using AcgMethod ASGC280150.M
nstrument : Stringbean

>ample Name: GCMS Cal STD Mix Blank 280IS0 GC
Misc Info : MEOH
Vial Number: 2

NCSh

Response_ Signal: GCMS Cal STD Mix Blank 2801SO GC.D\FID1B.ch

41000
40000
39000

38000

View Mode: Integration

37000

36000

35000

34000

33000

32000

31000

30000

29000

28000

27000

26000

25000

24000

L LIS LR LEE LI B i R Y L | L L i N L L LA SR L IRLITLINL A WIS TR | L L

- 0.50 1.100 1.50 2.00 250 3.00 350 4,00 4.50 500 550 6.00 650 7.00 750 8.00 850 900 9.50
ime



File

:X:\2023\IB\@4-13-23\GCMS Cal STD Mix 280ISOGC.D

Operator

cquired S
nstrument :

Sample Name:

Misc Info

vial Number:

Response_

Time

2300000

2200000

2100000

2000000

1900000

1800000

1700000

1600000

1500000

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

14 Apr 2023 02:43 using AcgMethod ASGC280QISO.M

Stringbean
GCMS Cal STD Mix 280IS0GC

: MEOH, Exp.83-20-24

3

9 next page for

Signal: GCMS Cal STD Mix 2801SOGC.DFID1B.ch zoaw ;n epcc‘h'a.
and labels.

00iRGR1

View Mode: Integration
D.679

Rl
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¥ | T T HTHTT
050 1.00 1.50 2.00 250 3.00 350 4.00 450 500 550 600 650 7.00 7.50 8.00 850 9.00 9.50



File

:X:\2023\IB\04-13-23\GCMS Cal STD Mix 280ISOGC.D

Operator

_~Acquired

nstrument :
Sample Name: GCMS Cal STD Mix 280ISOGC

Misc Info

Vial Number:

Response_

Time

2300000

2200000

2100000

2000000

1900000

1800000

1700000

1600000

1500000

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

Stringbean

: 14 Apr 2023 02:43

: MEOH, Exp.03-20-24

using AcgMethod ASGC280IS0.M

3
Signal: GCMS Cal STD Mix 280ISOGC.D\FID1B.ch
0[327 0.401 0.521
0.679
g
Y ¥
N 8
¥ 3 3
b
B
D
LRI Y iﬁh7ﬁ}?7<‘|-fH S e U TR (1 BT N T AT T ) IR T ) (R T
0.10 0.20 0.30 0.40 0.50 0.60 0.70 0.80 0.90 1.00 1.10 1.20 1.30 1.40 1.50



File

:X:\2023\IB\04-13-23\Testosterone Acetate STD Blank 280ISO GC

~—Qperator
nstrument

Acquired

Sample Name:

Misc Info

Response_

Time

33000

32500

32000

31500

31000

30500

30000

29500

29000

28500

28000

27500

27000

26500

26000

25500

25000

24500

24000

.D
Stringbean
: 14 Apr 2023 03:08 using AcgMethod ASGC280IS0.M
Testosterone Acetate STD Blank 280IS0 GC
: MEOH
Signal: Testosterone Acetate STD Blank 2801SO GC.D\FID1B.ch
View Mode: Integration
B L o L e S A T I B o NI L EU e U
0.50 1. 00 1 50 2.00 250 3.00 350 4.00 4.50 500 550 6.00 6.50 700 750 800 8.50 900 950



File

:X:\2023\IB\@4-13-23\Testosterone Acetate STD 280ISO GC.D

Operator

~—Acquired

nstrument :
sample Name:

Misc Info

vial Number:

Response_

Time

2800000

2700000

2600000

2500000

2400000

2300000

2200000

2100000

2000000

1200000

1800000

1700000

1600000

1500000

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

;14 Apr 2023 03:21 using AcgMethod

Stringbean
Testosterone Acetate STD 280IS0 GC

9

0.327

: MEOH,Sigma,Lot19F0299,Exp.02-06-24

ASGC2801S0.M

Signal: Testosterone Acetate STD 280I1SO GC.DFID1B.ch

1.001

Testosterone  Acetate

View Mode: Integration

LI B

0.50

-|||||1;|'[|Ilr|||-lll.llllli!

10{} 150 200 250 3.00 350 4.0
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File

:X:\2023\IB\@4-13-23\Testosterone Benzoate STD Blank 280ISO G
Cc.D

~—Qperator
nstrument :

Acquired

Sample Name:

Misc Info

Response_

Time

32000

31500

31000

30500

30000

29500

29000

28500

28000

27500

27000

26500

26000

25500

25000

24500

Stringbean

: 14 Apr 2023 03:47 using AcgMethod ASGC280ISO.M

Testosterone Benzoate STD Blank 280ISO GC

¢ MEOH

Signal: Testosterone Benzoate STD Blank 2801SO GC.D\FID1B.ch

View Mode: Integration

L L o I I R IR TR TS L LI SRS L I L i e e DL LY RLJNLATLR I AL | T T T T OT T

I050 100 150 200 250 3.00 3.50 4.00 450 500 5.50 6.00 650 700 750 8.00 850 900
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File

:X:\2023\IB\04-13-23\Testosterone Benzoate STD 280ISO GC.D

Operator

Acquired 3
/tﬂ\nstrument :

Sample Name:

Misc Info

Vial Number:

Response_

Time

1400000
1350000
1300000
1250000
1200000
1150000
1100000
1050000
1000000
950000
$00000
850000
800000
750000
700000
650000
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000
100000

50000

14 Apr 2023
Stringbean
Testosterone

03:59 using AcgMethod ASGC280IS0.M

Benzoate STD 280ISO GC

: MEOH,Sigma,Lot49F0246,Exp.02-10-24

15
Signal: Testosterone Benzoate STD 280ISO GC.D\FID1 B.ch
0.327 3.305
View Mode: Integration
3
Q
N
C
[y
<
5%
-
S
W=
0.616
0[I39
T = T T T T T T 1 iy
L Illlll T|prororr LI Tr T Trir LaL e e} |||Ill|l LIBLLERS TrrT LA B N N N N I B T 71 TTRe YV T¥ T L3 I B
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\ASGC280ISOTI.M

7 hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre-Run Cmd/Macro
Data Analysis Pre-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro =

Method Comments:
This is an autosample GC 280 Isothermal / 30 minute method.

END OF METHOD CONTROL PARAMETERS

ASGC280ISOTI.M Tue Apr 04 10:10:29 2023

Page:

1



Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune f|Ie

Ion source

Source temperature (°C)
Quad temperature (°C)
leed Electron merwlwergu w(eV)
Acqu15|t|on Type

Stop tlme (mln)

Solvent delay (mm)
Trace Ion Detection
Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Start Mass
3.00

Time

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ion
Spectrum
Extracted Ion

D:\MassHunter\GCMS\1\methods\ASGC280ISOTL.M

Self-Cleaning Ion Source Parameters

Mode

Agllent ot sy

ATUNE.U
EI
230
150
70.0
Scan
10.00
3.00
False
1
iFaIse
‘N/A
End Mass Threshold ~Scan Speed
50 550 150.1,562 [N=2]
Type of Event i Parameter
Label Low Mass High Mass
N/A N/A N/A
N/A N/A N/A
Scan 1-1 50 550
xNz': Cleaﬁing

Page 1



INSTRUMENT CONTROL PARAMETERS:

Stringbean

D:\MassHunter\GCMS\1\methods\ASGC280ISOTI.M

Tue Apr 04 10:10:30 2023

“rol Information

Sample Inlet : GC
Injection Source : GC ALS
Injection Location: Rear

Mass Spectrometer : Disabled

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

P ™\ Temperature

. mum Temperature Override
Slow Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (PrelInj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (Prelnj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

ASGC280ISOTI.M Tue Apr 04 10:10:29 2023

30 min
0 min

On

280 °C
1 min
50 °C

70 °C/min
280 °C
29 min

0.25 min
350 °C

Disabled
Disabled

=
o

=

ol &1
=

T
=

pL
pL

min

0 min

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 pL/min
3 sec
Disabled
Standard
0.2 uL

OO VOO O WO O

Page:



Solvent Wash Mode

Back Injector

Syringe Size

Injection Volume

Solvent A Washes (Prelnj)

7ent A Washes (PostInj)
L _..vent A Volume
Solvent B Washes (PreInj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (Prelnj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode
Heater
o sure

:il Flow
Septum Purge Flow
Pre-Run Flow Test
Gas Saver
Split Ratio
Split Flow
Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column

Column #1
Pressure
Setpoint
(Initial)
Post Run

ASGC280ISOTI.M Tue Apr 04 10:10:29 2023

10 uL

N =
T
o)

=
=

=
[

WD NN
=
d

o
=
.
=]

0 min

300 uL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.5 pL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

Oon 250 °C

On 10 psi

On 27.687 mL/min

On 3 mL/min

Off

On 20 mL/min after 3 min
50 :1

24.203 mL/min
A Liner has not been selected.

Oon 300 °C

On 17.5 psi

Oon 185.67 mL/min

on 3 mL/min

Off

Ooff

50 :1

179.09 mL/min

A Liner has not been selected.

On
10 psi
7.903 psi

Page: 3



Column Information
Description
Temperature Range
Dimensions
Heater

Amo lock
L
Out
(Initial)
Pressure
Flow
Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

Out

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

& ‘ymn Outlet Pressure

Back Detector FID

Makeup

Heater

H2 Flow

Air Flow

Makeup Flow

Carrier Gas Flow Correction
Flame

Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals

Signal #1: Back Signal

ASGC280ISOTI.M Tue Apr 04 10:10:29 2023

Agilent 190915-602
HP-1MS
-60 °C—325 °C (350 °C)

12.5 m x 200 pm x 0.33 pm (Calibrated)

Oven

Unlocked

Front SS Inlet He
MSD

280 °C

10 psi

0.48406 mL/min
42.809 cm/sec
0.48666 min
Constant Pressure

On
17.5 psi
2.8778 psi

Agilent 19091S-913
-60 °C—325 °C (350 °C)
15 m x 320 ym x 0.25 um
Oven

Unlocked

Back SS Inlet He

Back Detector FID

280 °C

17.5 psi

3.5818 mL/min

82.747 cm/sec

0.30213 min

Constant Pressure

0 psi

He

On 300 °C

On 30 mL/min
On 400 mL/min
On 25 mL/min

(Calibrated)

Constant Makeup and Fuel Flow

On

Off

Off
Off

Off

On
280 °C

Page: 4



Description
Details
Save

Data Rate

Dual Injection Assignment

/A\\al #2:

n
L.scription

Signal #3:
Description

Signal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

Back Signal
Back Signal
Oon

50 Hz

Back Sample

(FID)

None

None

None

None

None

None

None

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
883.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

ASGC280ISOTI.M Tue Apr 04 10:10:29 2023

we

T

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE_LENS
EMVOLTS

913.2

1.00

AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_Body
EXTLENS

MASSGAIN
MASSOFFSET

: Actual EMV
GAIN FACTOR

END OF TUNE PARAMETERS

END OF INSTRUMENT CONTROL PARAMETERS

Page:



DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1l\methods\ASGC280ISOTI.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutolIntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Quantitative Report Settings

Report Type: Summary

Output Destination

Screen: Yes
Printer: No
File: No

Generate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

ASGC280ISCTI.M Tue Apr 04 10:10:29 2023

Page:
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*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 10:10:31 2023

ASGC280ISOTI.M Tue Apr 04 10:10:29 2023 Page:

7



File 1X:\2023\IB\04-13-23\GCMS Cal STD Mix Blank 28@ISOTI GC.D
Operator

—Acquired : 14 Apr 2023 04:25 using AcgMethod ASGC280QISOTI.M
pstrument :  Stringbean

sample Name: GCMS Cal STD Mix Blank 28@ISOTI GC
Misc Info : MEOH
Vial Number: 2

NCSD

Response_ Signal: GCMS Cal STD Mix Blank 280ISOTI GC.D\FID1B.ch
46000
45000
44000
43000
View Mode: Integration
42000
41000
40000
39000
38000
37000
36000

35000

34000

33000

32000

31000

30000

29000

28000

27000

26000

25000

L

St

24000r RS et
R e i 1 LT 00 0, S T B ST 5 1 RS |
12.00 14.00 16.00 18.00 20.00 2200 2400 26.00 28.00

L i

(I T
2.00 4.00 6.00

ey | B L o

e
8.00 10.00
Time



File :X:\2023\IB\94-13-23\GCMS Cal STD Mix 28QISOTI GC.D
Operator

,F\ecquired : 14 Apr 2023 ©5:00 using AcgMethod ASGC280QISOTI.M
jnstrument :  Stringbean

Sample Name: GCMS Cal STD Mix 280ISOTI GC
Misc Info : MEOH, Exp.03-20-24
vial Number: 3

et next page for

Response_ Signal: GCMS Cal STD Mix 280ISOTI GC.D\FID1B.ch zoomed in 3

2500000
and lobels.
2400000

2300000 View Mode: Integration
2200000 dis79
2100000
2000000
1900000
1800000
1700000
1600000
1500000
1400000
1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000
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ime



File

:X:\2023\IB\04-13-23\GCMS Cal STD Mix 28@ISOTI GC.D

Operator

_—~A&cquired

pstrument :
sample Name:

Misc Info

Vial Number:

Response_

Time

2500000

2400000

2300000

2200000

2100000

2000000

1300000

1800000

1700000

1600000

1500000

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

: 14 Apr 2023 05:00

Stringbean
GCMS Cal STD Mix 280ISOTI GC

3

: MEOH, Exp.03-20-24

using AcgMethod ASGC280ISOTI.M

Signal: GCMS Cal STD Mix 2801SOTI GC.D\FID1B.ch

0.53270.402 0..522
0.679
y 4 3
N
NI
8
N $
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0.10 0.20 030 040 050 060 070 080 0.90 100 110 120 1.30 140 150 160 170 1.80



File :X:\2023\1IB\04-13-23\Testosterone Acetate STD Blank 280ISOTI
R GC.D
—Nperator
nstrument : Stringbean
Acquired 1 14 Apr 2023 06:09 using AcgMethod ASGC280ISOTI.M

Sample Name: Testosterone Acetate STD Blank 280ISOTI GC
Misc Info : MEOH

NSSPONEE Signal: Testosterone Acetate STD Blank 2801SOTI GC.D\FID1B.ch
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File

:X:\2023\IB\04-13-23\Testosterone Acetate STD 280ISOTI GC.D

Operator

~~-Acquired

astrument :
Sample Name:

Misc Info

vVial Number:

Response_

Time

800000

750000

700000

650000

600000

550000

500000

450000

400000

350000

300000

250000

200000

150000{

100000

50000

Stringbean
Testosterone Acetate STD 280ISOTI GC

: 14 Apr 2023 06:43

using AcqMethod ASGC280ISOTI.M

: MEOH,Sigma,Lot19F0299,Exp.02-06-24

9
Signal: Testosterone Acetate STD 280ISOTI GC.D\FID1B.ch
Jano4
View Mode: Integration
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File 1X:\2023\IB\04-13-23\Testosterone Benzoate STD Blank 28@ISOTI

B GC.D

Qperator H

nstrument :  Stringbean

Acquired : 14 Apr 2023 07:53 using AcqMethod ASGC280ISOTI.M

Sample Name: Testosterone Benzoate STD Blank 280ISOTI GC
Misc Infc : MEOH

Response_ Signal: Testosterone Benzoate STD Blank 280iSOTI GC.D\FID1B.ch
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File

:X:\2023\IB\@4-13-23\Testosterone Benzoate STD 280ISOTI GC.D

Operator

—Acquired

nstrument :
Sample Name:

Misc Info

Vial Number:

Response_

Time

1350000
1300000
1250000
1200000
1150000
1100000
1050000
1000000
950000
900000
850000
800000
750000
700000
650000
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000
100000

50000

Stringbean
Testosterone Benzoate STD 280ISOTI GC

: 14 Apr 2023 08:28

using AcqMethod ASGC280ISOTI.M

: MEOH,Sigma,Lot49F0246,Exp.02-10-24

15
Signal: Testosterone Benzoate STD 280ISOTI GC.D\FID1B.ch
326 3.297
-g View Mode: Integration
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METHOD CONTROL PARAMETERS

Method Information for: D:\MassHunter\GCMS\1l\methods\MSDRUGS6ONIT.M

" “hod Sections To Run:

Save Copy of Method With Data
Instrument Control Pre—-Run Cmd/Macro
Data Analysis Pre—-Run Cmd/Macro
Data Acquisition

Data Analysis

Instrument Control Post-Run Cmd/Macro =
Data Analysis Post-Run Cmd/Macro =

B A A

Method Comments:
This is a manual injection MS 60-280 / 10 minute method for nitrites (gas phase).

END OF METHOD CONTROL PARAMETERS

MSDRUGS60NIT.M Tue Apr 04 10:52:51 2023 Page: 1



Single Quadrupole Acquisition Method - MS Parameters Report

Method file

Tune file

Ion source

Source temperature (°C)
Quad temperature (°C)
Fixed Electron energy (eV)
Acquisition Type

Stop time (min)

Solvent delay (min)
Trace Ion Detection
Gain Factor

EM Saver

EM Saver Limit

Scan Time Segments
Start Mass
1.00

Time

Timed Events

Time

Real-Time Plots
Type of Plot
Total Ion
Specter e
Extracted Ion

* D:\MassHunter\GCMS\1\methods\MSDRUGS60NIT.M

Self-Cleaning Ion Source Parameters

Mode

'ATUNELU
230
150
70.0
Scan
10.00
1.00
False
1
False
N/A
End Mass ‘Threshold Scan Speed
5 550 150 6,250 [N=0]
Type of Event Parameter
Label Low Mass High Mass
N/A N/A N/A
IN/A N/A N/A
Scan 1-1 40 550
.ENo Cleaning

Page 1



INSTRUMENT CONTROL PARAMETERS:

Stringbean

D:\MassHunter\GCMS\1\methods\MSDRUGS60NIT.M

Tue Apr 04 10:52:52 2023

/F\}rol Information

Sample Inlet . GC
Injection Source : Manual
Mass Spectrometer : Enabled

No Sample Prep method has been assigned to this method.

GC

GC Summary
Run Time

Post Run Time

Oven
Temperature
Setpoint
(Initial)
Hold Time
Post Run
Program

#1 Rate

#1 Value

#1 Hold Time

Equilibration Time

Max Temperature

' \}mum Temperature Override
M~ Fan

ALS

Front Injector
Syringe Size
Injection Volume

Solvent A Washes (Prelnj)
Solvent A Washes (PostInj)
Solvent A Volume

Solvent B Washes (PrelInj)
Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PrelInj)

Dwell Time (PostInij)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

MSDRUGS60NIT.M Tue Apr 04 10:52:51 2023

10.003 min
0 min

On

60 °C
0 min
50 °C

70 °C/min
280 °C
6.86 min

0.25 min
350 °C

Disabled
Disabled

10 nL

o
v
=

uL

OWO WO O ®mO
r
=

300 pL/min
3000 pL/min
300 pL/min
3000 pL/min
6000 uL/min
1 sec
Disabled
Standard
0.5 uL

A, B

Page:



Back Injector
Syringe Size
Injection Volume

Solvent A Washes (PrelInj)

Solvent A Washes (PostInj)
fent A Volume

L..vent B Washes (PreInj)

Solvent B Washes (PostInj)

Solvent B Volume

Sample Washes

Sample Wash Volume

Sample Pumps

Dwell Time (PreInj)

Dwell Time (PostInj)
Solvent Wash Draw Speed
Solvent Wash Dispense Speed
Sample Wash Draw Speed
Sample Wash Dispense Speed
Injection Dispense Speed
Viscosity Delay

Sample Depth

Injection Type

L1 Airgap

Solvent Wash Mode

Sample Overlap
Mode

ALS Errors

Front SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

3 1 Flow

. \Eum Purge Flow
Pre—-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Back SS Inlet He
Helium Conservation Controlled
Mode

Heater

Pressure

Total Flow

Septum Purge Flow
Pre-Run Flow Test
Gas Saver

Split Ratio

Split Flow

Liner

Column
Column #1
Flow
Setpoint
(Initial)
Post Run

MSDRUGS60NIT.M Tue Apr 04 10:52:51 2023

[
o
=
[
=

=
=

pL

pL

OOV OOWMOO WO O+

min

0 min

300 pL/min
6000 pL/min
300 pL/min
6000 pL/min
6000 pL/min
0 sec
Disabled
Standard
0.2 uL

A, B

Sample overlap is not enabled

Pause for user interaction

Off

Split

On 250 °C

On 6.5 psi

On 45.625 mL/min

Oon 3 mL/min

Off

Oon 20 mL/min after 3 min
50 :1

41.789 mL/min
A Liner has not been selected.

On 250 °C

On 8.5 psi

On 171.05 mL/min

On 3 mL/min

Off

Off

50 :1

164.76 mL/min

A Liner has not been selected.

On
0.83578 mL/min
1 mL/min

Page:



Column Information
Description
Temperature Range
Dimensions

Heater

QQ{;mn lock

Coo

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column #2
Pressure
Setpoint
(Initial)
Post Run

Column Information
Temperature Range
Dimensions

Heater

Column lock

In

Oout

(Initial)
Pressure

Flow

Average Velocity
Holdup Time
Control Mode

Column Outlet Pressure

Detector FID
Makeup
Heater
H2 Flow
Air Flow
Makeup Flow
Carrier Gas Flow Correction
Flame
Blank Evaluation Setpoints
Perform Blank Evaluation Test

Helium Conservation
Helium Valve
Nitrogen Valve

Detector Evaluation
Perform Detector Evaluation Test

MSD Transfer Line
Temperature
Setpoint
(Initial)

Signals
Signal #1:
Description

MSDRUGS60NIT.M Tue Apr 04 10:52:51 2023

Agilent 19091S-602
HP-1MS
-60 °C—325 °C (350 °C)

12.5 m x 200 um x 0.33 um (Calibrated)

Oven

Unlocked

Front SS Inlet He
MSD

60 °C

6.5 psi

0.83578 mL/min
51.868 cm/sec
0.40166 min
Constant Flow

On
8.5 psi
2.8778 psi

Agilent 19091S-913
-60 °C—325 °C (350 °C)

15 m x 320 pym x 0.25 pm (Calibrated)

Oven

Unlocked

Back SS Inlet He
Back Detector FID
60 °C

8.5 psi

3.2952 mL/min
58.392 cm/sec
0.42814 min
Constant Pressure

0 psi

He

On 300 °C

Off

Off

Off

Constant Makeup and Fuel Flow
Off

Off

Off
Off

Ooff

On

280 °C

None

Page:



Signal #2:
Description

Signal #3:
Description

L. 4nal #4:
Description

Signal #5:
Description

Signal #6:
Description

Signal #7:
Description

Signal #8:
Description

TUNE PARAMETERS for SN: US2246MS10

Trace Ion Detection is OFF.

34.593
70.007
29.720
90.331
20.181
83.721

3335.000
132.750
1.000
0.000
13.233
0.000
0.000
421.000
-25.000

s ws as ws s

EMISSION
ENERGY
REPELLER
IONFOCUS
ENTRANCE_LENS
EMVOLTS

913.2

1.00

AMUGAIN
AMUOFFSET
FILAMENT
DCPOLARITY
ENTLENSOFFSET
Ion_Body
EXTLENS

MASSGAIN
MASSOFFSET

None

None

None

None

None

None

None

: Actual EMV
GAIN FACTOR

END OF TUNE PARAMETERS

MSDRUGS60NIT.M Tue Apr 04 10:52:51 2023
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DATA ANALYSIS PARAMETERS

Method Name: D:\MassHunter\GCMS\1\methods\MSDRUGS60NIT.M

Percent Report Settings

Sort By: Signal

Output Destination

Screen: No
Printer: Yes
File: No

Integration Events: AutolIntegrate
Generate Report During Run Method: No

Signal Correlation Window: 0.020

Qualitative Report Settings

Peak Location of Unknown: Apex

Library to Search Minimum Quality

Q:\Instrument Libraries\Current\TBI_DRUG.L O
O:\Instrument Libraries\Current\SWGDRUG 3.12.L O
O:\Instrument Libraries\Current\CaymanSpectrallibrary.L

Integration Events: AutolIntegrate
Report Type: Summary

Output Destination

Screen: No
Printer: Yes
File: No

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

MSDRUGS60NIT.M Tue Apr 04 10:52:51 2023

Page:
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OQutput Destination

Screen: Yes
Printer: No
File: No

.erate Report During Run Method: No

Calibration Last Updated:

Reference Window: 10.00 Percent
Non-Reference Window: 5.00 Percent
Correlation Window: 0.02 minutes
Default Multiplier: 1.00

Default Sample Concentration: 0.00

Compound Information

*** Empty Quantitation Database ***

END OF DATA ANALYSIS PARAMETERS

Tue Apr 04 10:52:53 2023

MSDRUGS60NIT.M Tue Apr 04 10:52:51 2023 Page:
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