
.^i^e= C:\MSD18\JUILLET06\2107\21hO8.D\da
Operator: Tn37p35

^
Date Acquired: 21 Jul 06 7:36 pm

. Instrument; GC MSD
,.

Method Pile; MAN06B_B.M
Sample Name: 178/07 995474 H
Misc Info:
Vial Number : ii

'"'^ ^'^EA PrSgnanediol llKetoetiocholandone
Abundancelon 434.40 (434.10 Abundancelon 432 40 (432.10 Abundancelon 117-10 (116-80 Abundaneelon 343.30 (343.00

600

400

2O0

lnie~> 14-00

';
.. A

1000

14.87 Time-> 13.40 14.10 Time-> 17.00

4000

3000

2000

1000

u.p

17-86 Time-> 14.00 14.87

.b Androstandione 4 Androstenedione Inhib derivation 3a-5 Cyclo
Jjundancelon 432,40 432-10 Abundancelon 430.40 (430-10 Abundancelon 36UO (36100) Aliunclanceion432-40(432.10

1500

1000

SOD

11.E30 800

600

400

200

3000000

rime--* 10-30 11.60 Time-> 14.00 15.30 Time-> 150 Tlme-> 9.00

Page 2/16

USADA 0056
5-/



D:\mKl1 91Jull07U!507\17807474.D

Data File Path O;ViT>sdi9\)utiO7\250n

Data File Name 17807474.D

Operator M45P35
Acq. Method File MAN06B_B.M

Sample Name 178/07 995474 H
Misc Info

Vial Number 2

Instrument Name MSD19
Calibration Title Calibration des stdroides endog^nes

Last Calibration Update Tua Jul2S 15:15:32 2006
Fichierrecal utilise 25rcl01.D

Dale : i.'S\,oi\pjC.,

Op6rateur : .lO,

C[]

R^sultats

:

HC[]

N6gatif

A v6rifier

[}

[]

Remarques : ......^.

.J2a..Sc/Li2MXjS 1

#



^ile: D:SMSD19\JUIL07\2507\17807474.D\da
Operator: M45P35
Date Acquired: 25 Jul 06 10:'52 am
Instrumenc: MSD 19
Method File: MAN06B_B-M
Sample Name

:

178/07 995474 H
Misc Info:
Vial Number : 2

Andro ~DA glue
Abundance
8000000

6000000

4000000

2000000

TIC: 17a07'174.D\daasim.ms

Methyltestosterone
Abundariceion 438,40 (438.10 to 439i [Abundance Ion 301,30 (301,00 to 302.

11.789

i
:

i

Time-> 5.00

i

20001

1000!

i2..a8i:

:
\' I

17,139

200001

lOOOOi

^m'

10-00 15.00 20.00 25.00 irime-> 11.50 12.00

'-
' \-

rirne--> 16.00 16.5017.0017.50

Salbutamol -D3 Cortisol D4
Adundancelon 372.30 (372,00 to 37 Wiundancelon 636.60 (636.30 to 62 ^undancelon 434.40 (434 10 to 4:

3.970

200ol

Andro-Etio dl TtviS Andro-Etio mono TMS

1000' ! :|. J -

I, - '

I
'

0-

Time-> 4.00 4.50

^^JUIIUdNUe



Tile:
Opei?aEor :

Date Acquired

:

Instrument

:

Method File

:

Sample Name r

Misc Info:
Vial Number : 2

°"'^
.

DHEA Pr^gnanediol l lKetoetiochola noione
Abundancelon43440(434.10to4; Abundancelon432.40 (432.101o4; Abundancelon 117.10(116,3010 11 Abjnflancelon 343.30 [343.00To"34

D: \MSD19\JUII.07S2507\17807474.D\da
M45P35
25 Jul 06 10:42 am
MSD 19
MAN0 6B_B.M
178/07 995474 H

14.724

2000

1000

4000

2000

13.808
300000'

I

200000]

100000

14.733

0-^

Time-> 14.00

17,800 1

17.6B6' i

40000'

20000

14.50 ; rrime-> 13.50 14.00 irime-> 17.30

14,302

nnie-> 14.00 14.50

^^ Andres tand lone 4 Androstenedione Inhib derivation 3a-5 Cyclo
A&undancelon 432.40 [432,10 to 41= Wundancelon 430.40 [430.10 to 42 Abundancelon 361,30 (361,00 to 3E 'Abundancelon 432,40 [432,10 to 42

2000:

1000

11.273

11.161

Tin>e-> 10,50 11.00 11.50

4000



C:\MS D1 BUUlLLETaE\2107\21rcl03.D

5ata File Path C:\MSDiBUUiLLET06\2ion
Data File Name 21rcl03.D

Operator

Acq. Method File MAN06B_B.M
Sample Name 2107 rcl 028 2007 HI

Misc Info

Vial Number 1

Instrument Name GC MSD
Calibration Title Calibration des steroides endogenes

Last Calibration Update Fri Jui 21 13;26:58 2006
FictiJer recal utilise 21rcl03.D

#



C:\MSDlB\JUrLLET06\2107\21rcl03.D\daFile:
Operator

:

Date Acquired: 21 Jul 06 12:59 pm
Instrument: GC MSD
Method File: MAN06B B.M
Sample Name: 2107 rcl 025 2007 HI
Misc Info:
Vial Number : 1

Xbundance

1000000

500000

i

I

TFC: 21fcl03,DUaUsini.ms

^
lme~> 5.00

^..^

Andre -D4 glue Methyltestosterone
Abundancelon 43S.40 (438.10 to Abundancelon 301.30 (301.00 to



C:\MSD18\JUILLET06\2107\21rclO3.D\daFile:
Operator:
Date Acquired: 21 Jul 06 12:59 pm
Instrument; GC MSD
Method File: MAN06B_B.M
Sample Name: 2107 rcl 028 2007 HI

' Misc Info:
Vial Number : i

^r^M , .,,>.,
^"^ Pregnanediol llKetoetiocholanolone

-bundancelon 434.40 (434.10 Abundancelon _432_.40 (432.10 Abundanceion 117.10 (116.80 Abundancelon 343.30 (343.00
)4.j|l24

3000'

20001

1000

'14.217

I
i

10000

5000

13*52

W ..„

Trme-> 14.00

60000

60000

40000

20000

17i96 I

14.86 Time-> 13.40

/ A , ,

8000 i

6000

4000

2000

'T

14.10 Time"> 17.00 17.B6 Time~> 14.00 14.86

3b Androstandione 4 Androstenedione Inhib derivation 3a-5 Cyclo
^bundancelon 432.40 (432.10 Abundancelon 430,40 (430,10 Abundancelon 361,30 (361.00 Abundancejon432,40(432,10

1000

500

100

50

.'ime-> 10.30 11,60 Time-> 14.00

300

200

TOO

r^ it^NfM

40

20

15,30 Time-> 5,50 6.00 Tf[ne-> 9,00

Page 2/16
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LNDD ENREGISTREMENT
Codification : E-CC-11

Version : B
Date : 08/03/2006

1/1

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

Num6:o d'identification de I'appareil : HJ^ ^ s

Date: J\\'^\c^

1 - Source d'ionisation

MSD Autotiine : Ion 69 ou 219 majoritaire

Autotune : Abondance de I'ion 502 > 3%
Repener<35

Polaris Ion time > 2 ms

Observations

:

Oui Non

X



"I

.:iSD18\juilletO6\2107\21rcl03.D
; 21 Jul 06 12:59 pmame
: 2107 rcl 028 2007 hi

VERIFICATION DU RECAL ANABOLISANT

J'e«iT"' i„°'u^r?f iLXpt'^fr'^'^' w -«
..A.„...,..,„ „„.Xa«..,.3.so ^^L{,L, li%%.^,i,,^

1000

JOQI

I

7

500 l\

^^..j^ -~-.-2 is^n:i£.oa.«;S laris:::"^
200

500

. Si^^..«HiS:!J ssis.»..,s ssiswS j™::::^400

200

or™:-^,^-
Tlm<^ 10.00 loW Time->2230

22.74 Time-> 11.00

200

11.87 Tlme-> 17.00 17.86

I

I .

IDate
iOpSrateur
IR^sultats
1

1

! Remarques

^^&£ .Q

Conforme Kd !

Non conforme

USADA 0064

^^



^'1

Fri Jul 21 10:50:37 2006
C : \MSDCHEM\l\5973N\atune .

u

Mass 69.10 r Mass
Ab 402237 Ab
Pw50 O.Gl PwSO

I

5973N Autotune
Instrument; GC MSD

219.00
353944

0.60

Mass 502.10
Ab 70474
PwSO 0.59

'•A.

Ion Pol

Emission
EIEnrgy
Filament

Repeller
lonFcus
EntLens
EntOffs

PFTBA

POS MassGain -les
MassOffs -11

34 . G AmuGain
69.9 AmuOffs

2 Wid219
DC Pol

34.81
90.2 HEDEnab
9.5 EMVolts

18.32

Samples 8

OPEN Averages 3

Stepsize o.io

1830



: latefttquired
.•ample name

C:\MSDie\juillet06\2107\21cq01.D
21 Jul 06 3:06 pm
2107 cq 028c 2107 HI

1

VERIFICATION DU CONTROLE QUALITE AKABOLISANT

L9 Norajidrosterone 3' OH. atanozolol Salbytamol Clost^bol -M
Pre [X, '^s [ ) Pre ^ Abs [ ] Pre Wy, Abs [ ) Pre (X Abs

[ J

Abundancelon 422.40 (422.10 Abundancelon 254.20 (253.90 Abund^ceion 369.30 (369.00 Abundartcelon 451 40 (451 10
>

, I
I

200001
I I

t

I
400OI 1 ! I

10000:

soooi
li

2000 10000 1000

0| .

'. ^-. -T - oF^--.--.-^^^^i^^F ol < .V ' ^ i. T 'i-

ririte~> 10.00 10.87 Tlme~> 22.30 22.74 Tifne-> 4.00 4.50 Time-> 15.50 16 37
^bundancelon 405.40 (405.10 Abundancelon 545.50 (545.20 Abundancelon 86.00 (85.70 to Abundancelon 466 40 (466 10

' '

20000
1000

500

5000

0[

me-> 10.00

10000

oH^ >-- /^

1000

500

10.87 TJme-> 22.30 2274 Time-> 4.00 4.50 Time->15!50 16 37
aundancelon 420.40 (420.10 Abundancelon 560.50 (560.20 Abundancelon 440.40 (440.10 Abundancelon 466.40 (468.10

500

^^. V^_vn„,...-'

4000

2000

Vvj
nfne~> 10.00 10.67 Time-> 22.30

?re [y^RJos [ ]

Xbundart^elon 223,20 (222.90

100000;

500001

; 0^'
.

I
.

. . . r-^
:me-> 3,20 3.40

bundancelon 294.20 (293.90

-.: 4OO00
I

500

rime-> 15.50 16.37

BupSenorphine
Pre [yO Abs [ ]

Abundancelon 554.50 (554.20 Abundanfcelon 372.30 (372.00
ZOOO 40''"

1000

0f=

20O0O

o ' n
Time~> 23.00 23.87 Time-> 4.1)0

Abundanceton 506,50 {506.20 Abundancelon 66.00(85.7010

200001

r

1000

Jx.,...r
'me-> 3.20 3.40

-abundance Ion 295.20 (294.90
40000

20000

20000

10000

Time-> 23.00 23.87 Time->
Abundancelon 450.40 (4S0.10

1000

Ol-r-

4.00

500

0' . . . ,T
:ime~> 3.20 3.40 Time-> 23.00 23.87

IDate
!Op€rateur
IRSsultats
I

1

!

t Remarque

a

[

.^.l^lofe,.^

?V-f^&
Conforme X^

Non conforme { ]

:Qi^^

USADA 0066

G<L



fjate Acguired
'".ample name

J:i\MSD18\juilleC06\2107\21cqf01.D
21 Jul 06 8:06 pm
2107 cqf 028c 2107 HI

VERIFICATION DU CONTROLE QUALITE ANABOLISANT

19 NorandrosCerone 3' OH Stanozolol Salbutamol Clostebpl -M

=re £>J Abs [ ] Pre [oi^ Abs 1 ] Pre p< Abs [ ]
Pre [^Abe [ ]

^bundancelon 422.40 (122.10 Abundancelon 254.20 (253.90 Abundance on 369.30 (369.00 Abundance 1*451.40(451.10

10000

5000

.-.-^-

4000

2000

^-

1D00O

-W

1000

500

nmp >10 00 1087 Tinie->2230 2274 T\me-> 4.00 4.50 nme-> 1S.50 16.37

Abundancelon 405,40 (40510 Abundancelon 545.50 (545.20 AbunOancelon 86.00 (8570 to Abundancelon 466.40 (466.10

lOOOl [l

'

5000
10000

V

1000

500

ime->1000 10:B7 Time->2230 2274 Tims-> 4.00 4.50 Time-slsiSO
„ „l^-3j'

:.bundance'lon 420.40 (420. 10 Abundancelon 560.50 (560.20 Abundance on 440.40 (440.10 Abundancelon 4M.40 (466,10

500

A f\,

4000

2000

/'wvj

1000

^L^.

400

200

,"ime-> 10.00 10.67 nme->2130 22,74 Time-> 4.00 4.50 Time-> 15.50 16.37

Buprenorphine
Pre [^Abs Sij

Sthamivan
j>re [ (V Abs { ]

\bundanceion 223.20 (222-90 Abundancelon 554.50 (554.20 Abundance on 372.30

1OO0O0

Salbutamol D3
Pre 04 Abs [ ]

372.00

5O0O0

.lme-> 3.20

J

2000

1000

3.40

20000

ime-' 0.6U o.-- Trme-> 23100 23.B7 Tlme-> 4.00

bundancelon 294.20 (293.90 Abundancelon 506.50 (506.20 Abundancelon 86.00 (85.70 lo

40000
'

20000

rJ

1000

T

10000

.*ime-> Z20 3.40 Tlme-> 23.00 23.87 Time-

'.bundancelon 295.20 (294.90 Abundancelon 450.40 (450.10

1000

4.00

20000

.ime->

500

|-,->-^-pr-r

3.20 3.40 "nme-> 23.00 23.87

IDate
lOpSrateur
!R6sultats

! Remarque s :

I

I

1

. ma^o^.

Conforme [SO
Non conforme ['

]

"

'-o^--

USADA 0067

6Z



LNDD ENREGISTREMENT
Codification :



LNDD ENREGISTREMENT
Codification

:



r-\

^^

-^

^

I
1

SECTION!
TECHNICAL PART

2.3 Second analysis for confirmation of T/E

ratio

~-,

!J

i
J

USADA 0070



LNDD ENREGISTREMENT
qiSTE)

Codification : L-CONF-01
Date : 09/06/2006

1/3

C pEC^^AEN
LISTE DES CONFIRMATIONS REALISEES AU LABORATOIRE ^^^^^'^^^ QUALIT

Produits confirmes

Stimulantsf*)

Methylamphetamine

Fonnes L et D de

I'Amph^tamine et de la

MethylamphetamiDe

Amines (*) primaires par

CS2
Amines (*) primaires par

CS2
Amines {*) primaires par

CS2

I Surveillance AMA : Cafeine

Quali ephfeirines

Quanti ephedrines

Quanti Norephedrines

SurveillanceAMA

:

Ephedrines

Essai

EC08

EC09F

EC57

ECU

ECllA

ECIIB

EC13A
ECI3B

EC13C

EC13D

Instractions

I-CONF-08

I-CONF-09F

I-CONF-57

I-CONF-11

I-CONF-llA

I-CONF-1 IB

I-C0NF-12C

I-C0NF-13A

I-CONF-13B
I-CONF-13C
I-C0NF-13D

Mod op extraction

M-EX-OIB

M-EX-02D

M-EX-57

M-EX-05

M-EX-05A

M-EX-05B

M.EX-06

M-EX-08A

M-EX-08B

M-EX-08A

M-EX-08A

Mod op analyse

M-AN-02

M-AN^2
M-AN-57

M-AN-12

M-AN-12B

M-AN-12B

M-AN-02B
M-AN-14

M-AN-15

M-AN-16

M-AN-14

Type d 'analyse

GC/Quad (SCAN)
GC/Quad (SCAN)
GC/Quad (SCAN)

GC/Qiiad (SCAN)

GC/Quad (SCAN)

Gacjuad (SCAN)

GOQuad (SCAN)
GC/Quad (SCAN)
GC/Quad (SIM)

GC/Quad (SIM)

GC/Quad (SCAN)

Betabloquants C*)par MBA
B^tabloquants (*) par MBA

(sans hydroiyse)

EC14A
EC14B

I-CONF-14A
I-CONF-14B

Atenolol I

Stupgfiaiiis (*)

M-EX-09

M-EX-09

Etilefrine

M-EX-56

M-AN-17

M-AN-17

M-AN-56

GC/Quad (SCAN)
GgQuad (SCAN)
GOQuad (SCAN)

HPLC/MS3 ESI

Etilefrine

Hydromorphone EC09D I-CONF-09D M-EX-02E
THC-M

Clocaine-M

Quali moiphine

Semi quanti Morphine

surveillance ministfae

EC09C I-CONF-09C

EC09E I-CONF-09E

EC25 I-CONF-25

Quanti morphine EC27B I-CONF-27B M-EX-20

EC26 l-CONF-26

EC27A I-CONF-27A

EC27C I-CONF-27C

M-EX-02D
M-EX-02B

M-EX-18

M-EX-19

M-EX-20

M-EX-20

M-^-10 GC/Quad (SCAN)
M-AN-1 GC/Quad (SCAN)
M-AN-34B GC/Ttappe {MS2)
M-AN-10 GOQuad (SCAN)
M-AN-28 GOQuad (SIM)

M-AN-29 GOQuad (SCAN)
M-AN-30A GOQuad (SCAN)
M-AN-30B GOQuad (SIM)

M-AN-30A GOQuad (SCAN)

Anabolisants (* ) SPE
Anabolisants (* ) SPE i has

seuil

Anabolisants (*) SPE
(sans hydroiyse)

Anabolisants (*) SPE
(sans hydroiyse) k bas seuil

Anabolisants (*) Hexane

Clenbuterol

ECIOA
ECIOE

ECIOB

ECIOF

EC19
EC18D

I-CONF-1 OA
I-CONF-1 OE

I-CONF-1 OB

I-CONF-1 OF

I-C0NF-I9D

I-CONF-18D

M-EX-04D

M-EX-04D

M-EX-04D

M-EX-04D

M-EX-14

M-EX-13B

M-AN-1

1

M-AN-07B

M-AN-11

M-AN-07B

M-AN-11

GOQuad (SCAN)
GC/Trappe (MS2)

GOQuad (SCAN)

GCA^rappe (MS2)

GOQuad (SCAN)
M-AN-20C

I GC/Tiappe (MS3)

USADA 0071 ^^



LNDD

kl̂
ÊNREGISTREMENT

(LISTEl

Codification ; L-CONF-01
Date : 09/06/2006

2/3

C pg^C\WE^'^'^ ^^S CONFIRMATIONS REALISEES AU LABORATOIRE

Epimethendiol

1 7Epimethandienone

6bctaOHmethandicnone

Meth>dtestosterone Ml>12
Epioxandrolone,

Oxandrolone, Tiirinabol-M

3'OH Stanozolol

( SI=25ng/inL)

Zeranol et Taleranol

(q et g Zearalanol)

i Quali 19Nor(SI=100nfi/mL)

Qitali 19Nor(SI=25nfi/mL)

StabUiti 19Nor

Quanti 19Nor

(SI=lQOos/niL)

Quanti 19Nor(SI=2Sng/mL)

Semi Quanti T/E

p-Treabolone

Anabolisants * LCMS
Anaboiisants * LCMS
Analyse C12/C13dcs

metabolites de la testosterone

Terbutalioe

EC19C

EC20

EC21B

EC39B

EC23A

EC23B

EC23C

EC23D
EC24D

EC22

EC22A
EC22B

EC31

I-C0NF-19C

I-CONF-20

I-C0NF-21B

I-CONF-39B

I-CONF-23A

I-CONF-23B

I-CONF-23E

I-CONF-23C

I-CONF-23D

I-CONF-24D

I-CONF-22

I-CONF-22A

I-CONF-22B

I-CONF-31

M-EX-04E

M-EX-14E

M-EX-13B

M-EX-39

M-EX-14

M-EX-14

M-EX-14D

M-EX-14

M-EX-14

M-EX-04B

M-EX-17

M-EX-03D

M-EX-03D

Reproterol, Fenoterol

M-EX-24

Ivi-EX-i3A

M-AN-21E

M-AN-Il

M-AN-22B

M-AN-39

M-AN-U
M-AN-24B
MAN25B
M-AN-25

M-AN-25

M-AN-27

M-AN-23

M-AN-47
M-AN-47

Salbutamol

Salbutamol en MS2
Quanti Salbutamol

>50to£

EPO

EC34

EC18B
EC18E
EC18G

I-CONF-34

I-C0NF-18B

I-C0NF-18E

I-C0NF-18G

M-EX-34

M-EX-13A

M-EX-13A

ESQ?
I I-CONF-07

IffiS

Honnones ^tidiques

LH - p-hCG

Triamterene

EC30 I-CONF-30

M-EX-13A

M-EX-lg/28B

M-AN-52
M-AN-41

M-AN-19

GOTrappe(SCAN)

GC/Quad(SCAN)

GC/Triq)pe(MS2)

HPLC/MS3 ESI

OaOuad (SCAN!
GC^rappe (MS2)

GC/Quad (SCAN)

GC/Quad (SIM)

GC/Quad (SIM)

GC/Quad (SIM)

HPLC/MS2 APCI

HPLC/MS2ESI
HPLC/MS3 ESI

M-AN-U
M-AN-19

M-AN-59
M-AN-19C

M-AN-43

GC/MS (SCAN)

GC/Quad fSGAlSn
GC/Quad (SCAN)
GOOuad (SCAN)
GC/Trappe (MS2)

GC/Quad (SIM)

Immnnoditeciion

Diur6tiques *

Diur^tiques *

Thiazides

Amiloride

ECo6

EC40

EC28A
EC28B
EC36A

EC33A

I-CONF-06

I-CONF-40

I-CONF-28A

I-CONF-28B

I-CONF-36A

I-CONF-33A

^^M2

Inchis dans M-AN-06

M-EX-40

M-EX-03C

M-EX-03C

M-EX-36

M-EX-02A

MtAN-3S

- M-AN-08
- M-AN-53

M-AN-40
M-AN-33
M-AN-33
M-AN-33

M-AN-46

GC/MS {S(

InnuuoQuorescence

qumtilative

' InwiuDochnmatogiaphie

GC/Quad fSCAN)
HFLC/MS2 ESI

HPLC/MS3ESI
HPLC/MS2 ESI

HPLC/MS2 ESI

USADA 0072 ^
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LNDD ENREGISTREMENT
(LISTE)

Codification : L-CONF-01
Date : 09/06/2006

3/3

•o?
£C\W£H.ISTE DES CONFIRMATIONS REALISEES AU LABORATOIRE

^^^Hi^^^^HHIHHi^^^^^l^^^^HII^^HH^^^^HI



LNDD MODE OPERATOIRE
Codification : M-EX-04B
Version : E
Date :01/12/2005

1/3

METHODE DE PREPARATION - CONFIRMATION DE LA TESTOSTERONE ET DE
L'EPITESTOSTERONE

Documents cites : E-TE-03A, M-P-05, 1-EX-II, M-P-03B, I-TRAC-03A

Attention : les temps d'hydrolyse et de derivation doiveDt imperativement etre respectfe.

Remplir la fiche de preparation E-TE-03A

r — — -

Designation



LNDD MODE OPERATOIRE
Codification : M-EX-04B
Version : E
Date :01/12/2005

2/3

METHODE DE PREPARATION - CONFIRMATION DE LA TESTOSTERONE ET DE
L'EPITESTOSTERONE

Ajouter la (ou les ) substance{s)

recliercheeCs) dans ie test de

performance et les references

Ajuster a pH =7

Ajouter ImL de tampon pH = 6.5

Agiter

Ajouter une goutte de betaglu dans 1'

aliquote echantillon a hydrolyser

I Boucher et agiter 1 sec |

I Hydrolyser 60 min a 55°C 1 Etuve

Centrifiiger 5 min

Exttaire sur SPE GILSON
selonI-EX-11 (application anabo)

Transvaser les eluats

Evaporer environ 30 min

Deriver en tube ferme

20 min a 6Q°C avec SQ^iL de reactifH

Conditionner en vial plastique

prealablement identifies selon I-

TRAC-03A

Pipette a poussee positive

C5ne eppendorf

Papier pH 0-14

Vortex

Pipette Biohit l-5niL, cone

Vortex

Compte gouttes

Vortex

Centrifugeuse 4000tr/min

Gilson

Cartouche SPE CI

8

Tube recueil Gilson (12.5* 100)

Tube avis (13*100)

Bain a sec a 60°C, soufflettes

Bain k sec a 60°C

Seringue Hamilton lOOjiL

Vial plastique

SPECIMEN

Flacon compte gouttes

K2C03etCH3COOH

Tampon pH=6.5 k -^"C

(cfM-P-05)

betaglucuronidase a

+4°C ( b-glu)

''''^Nr/ti

Azote

Reactif H2 (cf M-P-

03B)

USADA 0075

&



LNDD MODE OPERATOIRE
Codification : M-EX-04B
Version : E
Date :01/12/2005

3/3

METHODE DE PREPARATION - CONHRMATION DE LA TESTOSTERONE ET DE
L'EPITESTOSTERONE

Action : V



LNDD INSTRUCTION
Codification :I-EX-11

Version : A
Date : 14/02/2005

1/2

EXTRACTION LIQUIDE/SOLIDE : METHODE ANABO

Documents cites : I-M-Ol, I-N'35

Materiel utilise : ASPEC XL4
Methode : Anabo

Duree d'extractioD pour une Ugne de 4 tubes : eoviroD 23 min

Type de cartouches utilisees : Bond Elut CIS 200 mg 3 mL

1. Disposition des solvants

Reservoirs : Eau ultrapure

Voie A : Methanol '"

VoieB:Hexane g+v^ HH Ulf/oyoS"

Voie C : Tert-butyl* methylii wtyde (TBME)

Voie D ; Melange Eau/Methanol (90/10 v/v)

2. Preparation des solvants

.^-^
%̂^

..^^"V^

<^

Melange Eau/Methanol (90/10 v/v) :

- Prelever 100 mL de methanol a I'aide d'une eprouvette.

- Les transvaser dans une fiole jaugee de IL de cat^gorie A.

- Completer avec de I'eau ultrapure jusqu'au trait de jauge.

- Boucher et agiter manuellement.

- Conserver ce melange dans une bouteille fennee et identifiee avec le contenu, la date de preparation et le

code op du preparateur.

3. Lancement de la sequence d'analvse

Effectuer les primes et les purges selon I-M-01

.

Lancer I'extraction selon I-N-35.

4. Resume de la methode d'extraction

SPECIMEN

Etape



LNDD INSTRUCTION
Codification :I-EX-11

Version : A
Date : 14/02/2005

2/2

EXTRACTION LIQUIDE/SOLIDE : METHODE ANABO

Action



lndd ENREGISTREMENT

Codification ; E-TE-OSA

VETsioa . M
Date

;

13/09/2005

FICHE DE SPTVI PES AIJQUOTES POORLA CONFIRMATION / COimtE EXFERTISEEWGC_

Echantillon

:

J38fc^ <^l/\i^ Mode opiratoire d'exlraction

:

oe/otjft

Lavage ' sQo^cfcj

Evaporation ^So^Cfo ,)S^'£0

Incubation

Misei pH .^gd^cfo je:Hc6
Hydroiyse

,?3>Kfe

Extraction

Stockage

Evaporation

?^(riobJl=^^SlS

OUtfte

J&^X) j-r^-^ao

J5^S>b

e^hgy^ RrgQ

Bain 4 sec n" : A-tf-0̂

T (°C ):

Jt^lS J^6

9^5-5

^o% JtJ^2o
D^rivatioo

Evaporation

Reprise

Stockage

i
Codetanipon:n^V9Crto^- O^
Diu enzyme it^OaObDiu enzyme it^OOOtj fQ^
Eftive n° :

'^

DluNH40H : Pb Q\"\&cn _>ca«jj Ife^

Giisonn°: nr-TYrwalnoot, ^ qPq. ^r+g toaUiP 3b

,lt^95

Jd'S^

Nfl_

ra

jva_

Lieu:

Ban i sec n° :c }A

g^fe^ i^tj

ML
DirivatioD 1

Bain ^ sec n" : Jo
Micro onde

Gede-eu dlu du rfactif 1 :COc6oG
Derivation 2

Bain A sec n" :

Dlu r&ctif2

:

Bain 4 sec o°

:

Lieu :

to.

dlu : daK limite d'utilisalion

Cet enreg^stremeni est ii archiver dans le dossier de cor^rmatlon

USADA 0079 ^3



TOPLEVEL PARAMETERS

ri

L-l

ri

ri
! i

^

I

1-

n

Method Information For: D:\MSDCHEM\l\METH0DS\MAN27.M

Method Sections To Run:

(X) Save Copy of Method With Data
( ) Pre-Run Cmd/Macro
(X) Data Acquisition
{X) Data Analysis
( ) Post-Run Cmd/Macro =

Method Comments:
Quantification du rapport Testosterone /Epitestosterone MSD20 injection

en split

END OF TOPLEVEL PARAMETERS

INSTRUMENT CONTROL PARAMETERS

' Sample Inlet: GC
Injection Source: GC ALS

' Mass Spectrometer: Enabled

68 90 GC METHOD

LJ

u

160 'C (On)

0.00 min

OVEN
Initial temp:
Initial time:
Ramps

:

# Rate Final temp
1 4.00 255
2 30.00 300
3 0.0 (Off)

Post temp : '

C

Post time: 0.00 min
Run time: 28 .00 min

FRONT INLET (UNKNOWN)
Mode: Split
Initial temp: 280 'C (On)

Pressure: 175.0 kPa (On)

Split ratio: 12.1:1
Split flow: 11.7 mL/min
Total flow: 15.2 mL/min
Gas saver: Off
Gas type: Helium

COLUMN 1

Final time
0.00
2.75

Maximum temp: 325 'C
Equilibration time: 0.50 rain

BACK INLET {)

COLUMN 2

Method: MAN27.M Men Jul 24 17:17:53 2006 Page : 1
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Capillary Column
Model Number: Agilent 19091Z-002
HP-1, 0.2mm * 25m * . Hum
Max temperature: 350 'C
Nominal length: 25.0 m
Nominal diameter: 200.00 urn
Nominal film thickness: O.ll urn
Mode: constant pressure
Pressure: 175.0 kPa
Nominal initial flow: l.O mL/min
Average velocity: 41 cm/sec
Inlet: Front Inlet
Outlet : MSD
Outlet pressure: vacuum

(not installed)

FRONT DETECTOR {NO DET)

SIGNAL 1

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

Fast Peaks: Off
Attenuation: o

BACK DETECTOR (NO DET)

SIGNAL 2



General Information

Tune File
Acquistion Mode

MS Information

n
_j

Solvent Delay

EM Absolute
EM Offset
Resulting EM Voltage

[Sim Parameters]

L]

lj

Uj

r

,

lJ|

Hi
LJJ

M
LJ

I
I

GROUP 1

Group ID
Resolution
Plot 1 Ion
Ions/Dwell In Group

[MSZones]

MS Quad
MS Source

: atune .

u

: SIM

: 2.50



File: No

Integration Events: Autolntegrate

Generate Report During Run Method:

Signal Correlation Window: 0.020

No

Quantitative Report Settings

Report Type: Summary

Output Destination
Screen: Yes
Printer: No
File: No

Generate Report During Run Method: No

Quantification T/E (3 points)
Calibration Last Updated: Hon Jul 24 17:15:46 2006

Reference Window: 2.00 Minutes
Non-Reference Window: 1.00 Minutes
Correlation Window: 0.10 minutes
Default Multiplier: 1.00
Default Sample Concentration: 0.00

Compound Information

1) 17methyltestosterone (ISTD TR)

Ret. Time 20.94 min., Extract & Integrate from 20.44 to 21.44 min,

Lvl ID



f='

r 1

i

"1

n

Sequence Name: D:\MSDCHEM\l\SEQUEKCE\2407.S
Comment

:

Operator: 28
Data Path: D:\Msd20\juilO6\2407\

Pre-Seq Cmd:
Post-Seq Cmd:

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

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

Line Type

Sample
Saitple
Sample
Sample
Sample
Sample
Sample

8 Sample
9 Sample

10 Sample
11 Sample
12

1

2

3

4

5

6

7

Vial DataFile Method Sample Name

1 RO MAN27 itms
2 TPITE MAN27 tp te2
1 Rl MAN27 itms
3 BLUITE MAN27 blu te
4 17807474 MAK27 178/07 995474 te
1 R2 MAN27 itms
5 BLURITE HAN27 blute
G REFITE MAN27 blu t30 e5
7 REF2TE MfiN27 blu tl80 e30
8 REF3TE MAH27 blu t360 e60
9 CQITE MAW27 cq te 001

Sequence
v6riW«P*''*-

^etnarquw'"

Last Modified: Mon Jul 24 11:20:55 2006 Paae :

T
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r-' DATA ANALYSIS PARAMETERS

J

"

Ti Method Name: D:\MSDCHEM\l\METHODS\MAN27.M
r

'

r 1

r;

4
r-.

U

Percent Report Settings

Sort By: Signal

Ciutput 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
DEMO . L .

n. Integration Events: Autolntegrate

''"''

Report Type : Summary

I

ll

Output Destination
Screen: No
Printer: Yes

Hi File : No
L)

f

Generate Report During Run Method: No

Quantitative Report Settings

Report Type: Summary

Hi
Ll Output Destination

' Screen: Yes
!

1 Printer: No
; ij

Pile: No

.
,

Generate Report During Run Method: No

I J

Method: MAN27.M Men Jul 24 17:15:54 2006 PaQe : 1
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Quantification T/E (3 points)
Calibration Last Updated: Mon Jul 24 17:15:46 2006

Reference Window: 2.00 Minutes
Non-Referenee Window: 1.00 Minutes
Correlation Window: 0,10 minutes
Default Multiplier: 1.00
Default Sample Concentration: 0.00

Compound Information

1) 17methyltestast^rone {ISTD TR)

Ret. Time 20.94 min. , Extract & Integrate from 20.44 to 21.44 min.

Signal Rel Resp. Pet. Unc.(rel) Integration
Tgt 301.30 man27.e

Lvl ID Cone (ng/ml) Response
1 100.000 5915926
2 100.000 4981326
3 100.000 5130999

Qualifier Peak Analysis ON ISTD cone : 100.000 ng/ml
Curve Fit: Linear

2} epitestosterone
( )

Ret. Time 18.52 min., Extract & Integrate froni 18.02 to 19.02 min.

Signal Rel Resp. Pet. Unc. (rel) Integration
Tgt 432.40 man27.e

Lvl ID Cone (ng/ml) Response
1 5.000 234336
2 30. 000 1211449'.

3 60.000 2929592-

Qualifier Peak Analysis ON
Curve Fit: Linear, forced through origin

3) testosterone { )

Ret. Time 19.32 rain., Extract & Integrate from 18.82 to 19.82 min.

Signal Rel Resp. Pet, Unc . (rel) Integration
Tgt 432.40 man27 .e

Lvl ID Cone (ng/ml) Response
1 30,000 1557516 '

2 180,000 7052377.
3 360.000 17023691^

Qualifier Peak Analysis ON

Method: MAN27,M Mon Jul 24 17:15:54 2006 Paqe:2
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1.,' Curve Fit: Linear, forced through origin

1
J

r
I

;

L..]

END OF DATA ANALYSIS PARAMETERS

Mon Jul 24 17:15:54 2006

Ul

U

u

lJ

ri

Oi

uj
Method: MAN2 7.M Men Jul 24 17:15:54 2006 Paqe :

3
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