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SECTION 2

TECHNICAL PART

2.4 Confirmation analysis by GC/C/IRMS

2.4.1 GC/MS analysis

~\ u
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TOPLEVEL PARftMETERS

_lethod information For: C . \MSDCHEM\l\METHODS\MAN_52 . M

" sthod Sections To Bun:

Save Copy of Method With Data
MS-POP Pre-Run Cmd/Macro
Instrument Control Pre-Run Cmd/Macro

Data Analysis Pre-Run Cmd/Macro
Data Acquisition
Data ftnalysis
f^STOP Post-Run Cmd/Macro
Instrument Control Post-Run Cmd/Macro
Data Analysis Post-Run Cmd/Macro

dethod Comments

;

" This is the default method

)

)

)

)

X)
X)

)

)

END OF TOPLEVEL PARAMETERS

INSTRUMENT CONTROL PARAMETERS

6890 GC METHOD

OVEN
>- Initial temp:

, Initial time:
LJ Ramps

:

7 'C (On)
1.00 min

Maximum temp: 325 "C

Equilibration time: 0.50 min

U

#
1

2
3

Post
Post

Bate Final temp
30.00 270
10.00 300

. (Off)
temp : 70 '

C

time: . 00 min

Final time
12
3

00
,00

Run time: 25 . 67 min

iJ

r
!

FRONT INLET { SPLIT/S PLITLESS

)

Mode: Splitless
Initial temp: 280 'C (On)

Pressure: 145.0 kPa (On)

Purge flow: 20.0 mL/min
Purge time: 2.00 min
Total flow: 25.4 mL/min
Gas saver: Off
Gas type: Helium

BACK INLET (UNKNOWN)

[}°

0.25 um

LUMN 1

Capillary Column
Model Number: Agilent _ 190 91s-433
Max temperature: 325 'C

Nominal length: 30 . m
Nominal diameter: 250.00 um

Nominal film thickness:
Mode: constant pressure
Pressure: 145.0 kPa
Nominal initial flow: 2.3 mL/min
Average velocity: 56 cm/sec
Inlet: Front Inlet
Outlet: MSD
Outlet pressure: vacuum

COLUMN 2
(not installed)

ethod: MAN_52.M Mon Jul 24 14:19:20 2006 Page : 1
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;
^ONT DETECTOR ( )

IIGNAL 1

Data rate : 20 Hz
Type : test plot
Save Data: Off
Zero: 0.0 (Off)

^.. Range :

i j Fast Peaks : Off
Attenuation:

"OLUMN COMP 1

.\ (No Detectors Installed)

'fHERMAL RUX 2

Use: MSD Transfer Line Heater
'

i
Description:

i Initial temp: 300 'C (On)
'-' Initial time: 0.00 min

# Rate Final temp Final time
n 1 0.0 (Off)

BACK DETECTOR 1)

SIGNAL 2

Data rate: 20 Hz
Type : test plot
Save Data: Off
Zero: 0.0 [Off)
Range :

Fast Pealcs : Off
Attenuation:

COLUMN COMP 2

(No Detectors Installed)

POST RUN
Post Time: 0.00 min

' |IME TABLE
'-- Time Specifier Parameter fi Setpoint

n
Ui

I !

"7673 Injector

Front Injector:
Sample Washes
Sample Pnmps
Injection Volume
Syringe Size
Postlnj Solvent A Washes
Postlnj Solvent B Washes
Viscosity Delay
Plunger Speed
Prelnjection Dwell
Postlnjection Dwell

Back Injector:
lo parameters specified

Column 1 Inventory Number : ?

Column 2 Inventory Number :

3
1,0 microliters

10.0 microliters
3
3

3 seconds
Fast

. 00 minutes
. 00 minutes

MS ACQUISITION PARAMETERS

\ Seneral information

, Tune File
dcquistion Mode

atune .

u

Scan

MS Information

}Solvent Delay

' fcM Absolute
' EM Offset
Resulting EM Voltage

; j[Scan Parameters]

"""IjOw Mass

' Method: MAN 52 .M

,T

9 . 00



igh Mass
', hceshold
Sample #

^51 ot, 2 low mass
' lot 2 high mass

[MSZones]

!~ B Quad
" S Source

550.0
150
2
50 .0
550 .

fi/D Samples

150 C maximum 200 C
230 C maximum 250 C

END OF MS ACQUISITION PARAMETERS

END OF INSTRUMENT CONTROL PftRRMETERS

[I

DRTA ANALYSTS PARAMETERS

Method Name: C: \MSDCHEMVl\METHODS\MAN_52 .

M

Percent Report Settings
I

j

Wort By: Signal

''lutput Destination
; Screen: No

L,! Printer: Yes
File: No

ni
integration Events: Autolntegrate

i—1-

Generate Report During Bun Method:

]
ignal Correlation Window: 0.020

No

' iualitative Report Settings

W
Peak Location of Unknown: Apex

i ^library to Search
'c: \tempMRMS .L

Minimum Quality
90

integration Events: Autolntegrate

U'Report Type : Summary

Output Destination
Screen: No
Printer: Yes
File: No

generate Repor t During Run Method: No

Buantitative Report Settings

Method: MAN 52.

M

Mon Jul 21 14:19:20 2006 Page : 3
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., sport Type: Summary

[-Output Destination
I

' Screen : Yes
!._. Printer: No

File: No

enerate Report During Run Method: No

, alibration Last Updated;

eference window: 10.00 Percent
' on-Reference window : 5.00 Percent
'iorrelation Window: 0,02 minutes
Default Multiplier: 1,00
f efault Sample Concentration: 0.00

J:ompound Information

'"-•** Empty Quantitation Database

END OF DATA ANALYSIS PARAMETERS

u Hon Jul 2i 14:19:20 2006

r

n
i

n
I !

n

1

1

I.-,

n

u

;
Method: MAN_52.M Mon Jul 24 14:19:20 2006 Page : 4
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' dditional Information for STERIFS.M
,
ile created Fri Mar 05 17:08:58 20D4

lethod : C: \MSDChemM\METHODS\DEFAULT .M
^ snamed: C: \MSDCHEM\l\METHODS\STERlFS -M

ri Mar 05 17:08:58 2004

] ethod : C:\MSDCHEM\l\METHODS\STERlFS.M
enamed: C:\WSDCHEMM\METHODS\STER1FSKETO.M

>ue Apr 20 14:52:43 2004

iT
ethod : C:\MSDCHEM\l\METHODS\STERlFS.M

'Unamed: C: \MSDCHEM\l\METHODS\MAN_52 .M

Hed Nov 09 18:43:55 2005

r"

Ui

I

i-V

n

ethod: MAN 52 .

M

Mon Jul 24 14:19:20 2006 Page; 5
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Sequence Name : C: \MSDChemM\5equence\200 6\ Juil0 6\23 07 , s

]
Comment

:

Operator

;

4 9

Data Path: D:\MSD22\JUIL06\2307\
"".Top Pre-Seq Cmd :

Instrument Control Pre-Seq Cmd

:

"Data Analysis Pre-Seq Cmd:

Top Post-Seq Cmd:
Instrument Control Post-Seq Cmd

:

'Data Analysis Post-Seq Cmd:

Method Sections To Run
(X) Full Method
( ) Reprocessing Only

On R Barcode Mismatch
(X) Inject Anyway
( ) Don't Inject

L..

Line
1) Calibration

Data file
Method

2) Blank
3) Sample

Dataf ile
Method
Blank
Sample
Dataf ile
Method
Blank

7 ) Sample
Dataf ile
Method

8 ) Sample
Dataf ile
Method

Sample Name/Misc Info

4)
51

6) 6
7

2307MixAc01
MAN_52
blulF3 MAN_52

17807'n4F3
MAN_52
blulFl MAN_52

n807-574Fl
MAN_5 2
blulF2 MRN_52

17807474 F2
MAN_52

17807474F2b
MAN 5 2

Blu 1 F3

Blu 1 Fl

Blu 1 F2

Ui

r-

sequence virififc par : ^.H^-^i
Remarques : ' -V^

[_;

Last Modified: Sun aul 23 10:17:10 2006 Page : 1

USADA0129
4-iS



D:UMsd22Uuil06l2307\230TUtxActl1.D

'
I

i.-i

n
! I

U

U!

Li

n

Data File Name 2307MixAc01.D

Data File Path D;\Msd22Uuil06\2307\

Operator 49

Date Acquired 7/23/2006 10:19

Acq. Method File MAN_52.M

Sample Name Mix Ac 50

Vial Number 1

Misc Info Mix Acetate OOT 50 ng injects

Temps de retention, temps de retention relatif et target Signal (M1

1

Name
SaAndrostanoi AC



D:lMsd22Uull06l23OT\23OTMixAcO1.D

r--.

i...

n
i

v..

n

r",

r-i

: I

r.

u^

5a Androstanol AC

Etiocholanolone AC Androsterone AC

1.1

Li

ri

1-;

5b Androstan 3a 17bdioldiAC 5a Androstan 3a 17b diol diAC

u.

11 KetoEtiocholanolone AC 5b Pregnan 3a 20a diol diAC

™



D:\MBd22Uull06\230T\blu1 F1 .D

Data File Name blulFI.D

Data File Path D:\Msd22\Jull06\2307\

Operator 49

Date Acquired 7/23/2005 12:10

Acq. Method File MAN_52.M

Sample Name Blu 1 F1

Viai Number 4

Misc Info Blanc urinaire 1 Pool 4 Fraction 1 dans lOOpL

i
!

L,l

L

I
(

I—

I

n
r ]

I I

p.

-V

i
t

^^°™~



D:\M8d22UullOSU307U)lu1F1.D

Ti
I

r"

L

n

Etiocholanolone AC

5a Androstanol AC

Androsterone AC

n
u

I :

i
i

L

Sb Androstan 3a 17b diol diAC 6a Androstan 3a 17b diol dIAC

11 KetoEtlocholanolone AC 5b Preqnan 3a 20a diol dIAC

Page 2 of 2
C:\MSDCHEMVCUSTRPT\MAN52.CRT 7/23/2006 12:55 PM
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n
]

j

n
i-.J

r-
I

i

U

n

u

n

ri

D:Wlsd22UuilD6\230T\1790r4T4F1 .D

Data File Name 17807474F1.D

Data File Path D:\Msd22\Juil06\2307\

Operator 49

Date Acquired 7/23/2006 12:42

Acq, Method File MAN_52.M

Sample Name 178/07 995474 F1

Vial Number 5

Misc Info 178/07 995474 Fraction 1 dans lOO^L

Temps de retention, temps de retention relatif et target Signal (M11

Name
5a Androstanol AC



D:\MsdZ2\Juil06\2307H T807474F1.D

n'
] ;

n
5a Androstanol AC
srJ5«'|K]B;iEr,s*SrS :??n?2:=ri

Etiocholanolone AC

r'

n
]

5b Androstan 3a 17bdioldiAC



f:

n

i

r:

r-'l

n
'

t

1 !

n

r\
I

:

r"|

u

Lj

i f

u

' r

u

D:\Msd22UuliOS\230nblu1F2.D

Data File Name blu1F2.D

Data File Path D:\Msd22\Juil06\2307\

Operator 49

Date Acquired 7/23/2006 13:15

Acq. Method File MAN_52.M

Sample Name Blu 1 F2

Vial Number 6

Misc Info Blanc urinaire 1 Pool 4 Fraction 2 dans 400yL

pjfao^.jo.'^^—

<ia-
.1 •.04^

-W-A-

Temps de retention, temos de retention relatjf et target Signal |M1)

Name

5a Androstanol AC



] L

V.

D:Wsd22UuilO6\Z307\blu1FZ.D

1,1

Sa Androstanol AC

s-
Etiocholanolone AC Androsterone AC

-J

-J

5b Androstan 3a 17b dJol dlAC 5a Androstan 3a 17b diol diAC

]

J

11 KetoEtiocholanolone AC 5b Preanan 3a 20a diol dJAC

!=E!-=!!e;?-iE'SiSEii'!fi

Page 2 of 2
C:M«SDCHEM\CUSTRP"nMAN52.CRT 7/23^006 2:23 PM
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C>:\Mid:iUuil06\23a7\178074T4F2b.D

I :

\ I

L.J

Data File Name 17B07474F2b.D

Data File Path D:\Msd22\Juil06\2307\

Operator 49

Date Acquired 7/23/2006 14:33

Acq. Method File MAN„52.M
Sample Name 178/07 995474 F2

Viai Number 7

Misc Info 178/07 995474 Fraction 2 dans 400mL

D

ri
Temps de retention, temps de retention relatif et target Signal (M1)

! 1

1-;-'

ri

LJ

U

Name



F=i

n
I .

I,-

D:\M*(J22Uun08\230TV1TB074T4F2b.D

n

r,

u

r
u

u

hi

p
i.

5a Androstanol AC

Etiocholanolone AC

—



I,
'

n

n

I

n
1,1

n
1

":

1-^

D:\M5dZZU uil06\23Dnl7807474F2.O

Data File Name 17807474F2.D

Data File Path D:\Msd22\Juil06\2307\

Operator 49

Date Acquired 7/23/2006 13:47

Acq. Method File MAN„52.M

Sample Name 178/07 995474 F2

Vial Number 7

Misc Info 178/07 995474 Fraction 2 dans lOOtjL

riiiiii



D:\MsdZ2Uull06\23a7\1T807474F2.D

n

fj

u

n

n

1}

lJ

5b Androstan 3a ITbdioldJAC

5a Androstanol AC—



n
I

i

n
L.

r^
I

'

I ,

1

lJ

r"!

u

-.

ri

L,

I I

Lj

a

D:VMsil2:Uull06\23DT\blu1F3.D

Data File Name blu1F3.D

Data File Path D:\Msd22\Juil06\2307\

Operator 49

Date Acquired 7/23/2006 1 1 :00

Acq. Method File MAN_52.M

Sample Name Blu 1 F3

Vial Number 2

Misc Info Blanc urinaire 1 Pool 4 Fraction 3 dans ^00\A.

Temps de retention, temps de retention felatjf et target Signal (M11

tMD£
5a Andrcstanol AC



1 1

D:Mstl2ZUul106\230TUilu1F3.D

Sa Androstanol AC

i

;

1-..

n
!

n

L,

n
I J

. i

a

[J.

Etiochoianolone AC

5b Androstan 3a 17b dioldJAC

Androsterone AC

5a Androstan 3a 17b diol dlAC

11 KetoEtiocholanolone AC 5b Preanan 3a 20a diol diAC



i

r.

r\

Q

D:(Msd22Uull06\230T\1T907474F3.D

Data File Name 17807474F3.D

Data File Path D:\Msd22\JiJil06\2307\

Operator 49

Date Acquired 7/23/2006 11:33

Acq. Method File MAN_52.M

Sample Name 178/07 995474 F3

Vial Number 3

Misc Info 178/07 995474 Fraction 3 dans 400tJL

JC153pt3"—7T——

~

1 itJOOOCi

t OOCOQ -kAL IW-—*^ U.J l^
-I a.OO

nrr--— *-

Temps de retention, temos de retention reiatif et target Sipnat (M1

)

Name

5a Androstanol AC



r-i

D:WI»(l22UuH0S\2307\17BO7474F3.D

n.

n
[}

D

n
I I

-.

n
Li

1

1

u

Lj

Li

IJ

G

iJl

5a Androstanol AC

Etiocholanolone AC
i^mj^re^pijE^i^^ T^Ttj^s

%;r^^'^lM^'g'^^!tf':?2"'X- !!^^^?t^:^

Sb Androstan 3a 17b diol diAC

—



LNDD ENRBGISTEIEMENT
Codification: E-CC-11

Version; B
Date; 08/03/2006

1/1

VERIFICATION DES PERFORMANCES INSTRUMENTALES EN CG/SM
(screening et confirmation)

u.

n
! .

r>'

u

n
Lj

n

U

Numdro d'identification de Tappareil : t\Si> «iJ<J*

Date: Ji5|o=*lo6

1 - Sonrce d'ionisation

MSD Autotune ; Ion 69 ou 219 raajoritair?

Autotune : Abondance de I'ibn 502 > 3%
RepeUer<35

Polaris Ion time > 2 ms

Oui Non

«



5973 Rutotune

•N

-,

^

r

I:

•N



\ I

5973 Air and Water Check

F^

n

Instrument: MSD22
Sun Jul 23 10:12:58 2006 C:SMSDCHEMM\5 9 73N\

n
Li'

U

n

n
Q

']

I

i

Lj

u

Scan: 10
69 peaks



LNDD ENREGISTREMENT
CodificatiDn

:

Version :

Date:

E-FCR-09

A
31/01/2006

1/3

FiCHE D'ANALYSE / RESULTAT ANALYSE QUALITATIVE GC/MS POUR CONFIRMATION GC/CARMS
i

r\ Echantillon

:

178/07 995474

r
L..

Tolerances fix6es par I'AMA { document : WADA Technical Document - TD2003IDCR

)

Tolerances sur le tr et le Ht : +/-1% ou +/- 0,2 min (prendre la plus faible des deux)

Pour les ^ondances relatives > 50% il est admss +/- 10% (en absolu ) de variation

25 <ab< 50% +/ 20% (en relatif

)

< 25% +/- 5% (en absolu

)

Calcul des abondances en : Tabulation: Surface: X Hauteur:

n

B

C

Standard Interne:
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