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Codification : M-AN
Version : B
Date :28/10/2005

1/2

-41

MODE OPERATOIRE D'ANALYSE POUR LA CONFIRMATION DE L'ORIGINE DESMETABOLITES DE LA TESTOSTF.BmVE PAR CPfi/r^MP,
^

r-
I

D

u

I i

u

r

u

n
u

n
U

r
L

D

u

r

i

u

J

COLONNE
Type:

Longueur:

Diamitre interne:

ipaisseur du film:

INJECTION
Mode:

Temperature injecteur:

Volume inject^:

Solvants dc rinfage ALS:

CONDITIONS nc.
Temperature initiale:

Gradient de temperature;

Temperature finale;

Temps d'analysc:

Pression constante:

INTERFACE
Pi&ge i eau:

Ligne de transfeit;

Four k combustion:

coNPrnoNs sm
Mode d'acquisition:

Programmation de I'acquisittoQ;

DB17-MS JW Scien 122.4732

30m
0.25imn

0.25tun ASSURANCE QUALITY

LNDD

Splitless (insert splitless)

280*^

IfiMul

Solvant A: Acetonitrile

SolvantB: Hexane APPLICABLE le

2 8 OCT. 2005
TO'C pendant 1 min
70->271»Ci30°C/min
271''G->281^ k 0.6»C/min
281°C pendant 3 mtu
281->300X4 5»C/min

300°C pendantSmin
45 min

Ajuster le SI i environ 870s

-lOO-C

SSCC
SSO'C ^%%

riEL

ions 44, 45 ct 46
Tensps d'acquiqition total:2580s

a 100s RG open
il 30s RG close

k 160s RG open

& 190s RG close

a 220s RG open

i2S0sRG close

i 750s HS close

i 2000s HS open

i 2400s RG open

& 2430s RG close

& 2460s RG open
i 2490s RG close

& 2510s RG open

4 2540s RG close

USADA0I53
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Batch Data Processing Results

^r ta File Name
^^torun Setup File Name
Blank Subtraction
_Eac}<:ground Subtraction
""Reference Gas
..?ef Gas Delta iC13)
Ref Gas Delta (018)
^"urrent Time
Current Date

230706
230706
Disabled
Disabled
Enabled

-34.
-19.

21r23 :49
23/07/06

50
30

No.
Sample Details

Name
Elemental Isotopic

Weight Ref % Comp Delta
(mg) Type (C) (C13) (018)

J

J

1 stabilite 1

2 stabilite 2

I

3 stabilite 3

4 Mix cal IRMS 003-1
5 Mix cal IRMS 003-2
6 Mix cal IRMS 003-3
7 Mix cal Acetate OOlA-lOOng inj
8 Blu 1 pool 4 F3/45U1 inj 2ul -

9 178/07 995474 F3/45ul inj 2ul
10 Blu 1 pool 4 Fl/SOul inj lul
11 178/07 995474 Fl/50ul inj lul
12 Blu r pool 4 F2/500U1 inj lul
13 178/07 995474 P2/400ul inj lul
14 Mix Cal Acetate OOlA-2

0.000 Sam
0.000 Sam
0.000 Sam

0.000 Sam
0.000 Sam
0.000 Sam

-31.51 -41.1
-32.22 -39.5
-31.59 -40.3

. 000 Sam
0.000.- Sam -30
O.OO'O Sam -3

0. 000 Sam -30
0.000 Sam -3
0.000 Sam -2
0.0 00 Sam

0.000 Sam -25.21

--jNo.

J

J___

Sample Details
Name Weight Ref

(mg) Type
Atom % Atom % XS
(C13) (C13)

! 1 stabilite 1

2 stabilite 2

3 stabilite 3

4 Mix cal IRMS
5 Mix cal IRMS
6 Mix cal IRMS
7 Mix cal Aceta
8 Blu 1 pool 4

9 178/07 995474
10 Blu 1 pool 4

il 178/07 995474
12 Blu 1 pool 4

13 178/07 595474
14 /lix Cal Aceta

003-1
003-2
003-3
te OOlA-lOOng inj
F3/45ul inj 2ul
F3/45ul inj 2ul

Fl/50ul inj lul
Fl/50ul inj lul
F2/500ul inj lul
F2/400ul ini lul

te OOlA-2

Sequence virifiie par

:

.li^.,

Remarques :

0.000 Sam
0.000 Sam
0.000 Sam

0.000 Sam
0.000 Sam
0.000 Sam

1.07659 -0.0346
1. 07582 -0 . 0354
1.07651 -0.0347

0.000 Sam
0.000 Sam
0.000 Sam

0.000 Sam
0.000 Sam
0.000 Sam
0.000 Sam

0;000 Sam

1.08310 -

1.07733 -0.

1.07699 -0
1.07809 -0.
1.07812 -0

1.07960 -0
1.07095 -

-25 .21

USADA 0155
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Data File Name
r^older
5ample Name

' Sample ID
, Sample Position
Injection Size

^.Sample Type
Method

,'"3atch Name
: .RunTime User
Acquisition Time

r Current Time

Data Processing Results

DATA_010
230706
Blu 1 pool 4 Fl/50ul inj lul

5

0.0000
Sam
M-AN-41

micromass
13:11:34 Date
13 ;56 :19 Date

23/07/06
23/07/06

I

'

Analysis of Reference Gas Data
L Ref Delta 13 = -34.50 Ref Delta 18 = -19.30

r, Time
1; 122.

S

182.6
p., 242.7
'

' 2423.5
L-' 2483.5

2533.5

u
Std Dev Of Fit

Major
8.633E-E
8.640E-E
S.674E-E
8 .603E-E
8.553E-e
8.S73E-e

Ratio 2/1
1.1780E-2
1. 1780E-2
1.1780E-2
1.1779E-2
1.1779E-2
1.1780E-2

1.5656E-7

Ratio 3/1
4.2529E-3
4.2531E-3
4.2530E-3
4.2523E-3
4 .2524E-3
4.2528E-3

1.9660E-7

U'
Analysis of Sample Peaks, with Background Subtraction

C02
! Time

L.;

Height Area 2/1 3/1 dC13Pk dC13Bkd dOlBPk d018

867.0 3.68E-9 1.5642E-8 1.1815E-2 4 ,1787E-3
f 1473.5 3.27E-9 3.4193E-8 1.1885E-2 4.1658E-3
[_

1763.2 1.29E-9 1.4952E-8 1.1865E-2 4.1785E-3
1826.6 3.77E-9 4.6201E-8 1.1879E-2 4.1729E-3

-30 .80 -58. 95
-24.55 -59.30
-26.44 -58.27
-25.16 -57.89

-36.42 15
-39.40 18
-36.43 17
-37.73 16

D"

n

USADA0157
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u\- Optima GC 1.67-2 - Manual DP
File Edit View Calculate Report Parameters Status Help

i; Daia Filename: DATA_G10 Folder 230706
L: Date

:
23/07/06 Time : 13:11:34

Comment : Blu 1 pool 4 FIBOui inj lul

:

Parameters Automatic DP Params

y

u

r
I

.

n

D

D

DataJ^rocessing Main Graph
Graph Cursor Lines W indow

e.ooE-9-

6.00E-9-

E
<

4.00E-9-

2.DOE -9-

0.00 E -to IMllii

200

*

_j^Jk

-30,80

i
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. . .
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<^-25.16

^6,44
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r"^ Data Processing Results

Data File Name
r-Folder
Sample Name

'
Sample ID

,,. Sample Position
Injection Size

'Sample Type
Method

!"Batch Name
[ RunTime User
Acquisition Time

r Current Time

DATA Oil
230706
178/07 995474 Fl/50ul inj
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D
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Optima GC 1.67-2 - Manuat DPUP:

File Edit View Catcutate Report Parameters Status Hetp

Data Filename
:
DATA_On Folder 230706

Date :23/D7;0E Time : 13:56:22

Comment
: 1 78(07 995474 F1 iSOul inj 1 ul

:

Parameters Automatic DP Params

Date Processing Main Graph

Graph Cursor Lines Window
1-OOE-fi,

e.OOE-9-

n 6.00 E -3-

r
L

D

L)

D

£
=1

4.00E-9-

S.OOE-9-
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Data Processing Results

Data File Name
c -Folder
Sample Name

^"Sample ID
,
Sample Position

;
Injection Size

'-Sample Type
Method

' Batch Name
L RunTime User
Acquisition Time
-Current Time

DATA_012
230706
Blu 1 pool 4 F2/500ul inj lul

7

0.0000
Sam
M-AN-41

micromass
14:41:06 Date : 23/07/06
16:02:44 Date : 23/07/06

j
i Analysis of Reference Gas Data

!_ Ref Delta 13 = -34.50 Ref Delta 18 = -19.30

y
c

n
Li

Time
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Optima GC 1.67-2 - Manual DPUP

File Edit View Calculate Report Parameters Status Help

Data Filename: DATA_01

2

Folder ; 23070G
Date ;23ffl7/06 Time : 14:41:06

Comment : Blu 1 pool 4 F2600ul in|' 1 ul

:

Paiameters Automatic DP Params

o IQI

-!

r]

M

i-A

n

G

Oats Processing Main Graph

Grapli Cursor Lines Window

1.00E^

e.ooE-9-

6,0OE-9-

4,0CiE-9-

2.00E-9-

D.00E+O

^-29.94

"pTTTrT n I
f
m f

tf>-24.9B

tf -25.34

D

1 •"'TT'

'.MaJPI

2G0 400 600 800 1000 1200 1400 1600 1800 2000 2200 2400
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Data File Name
^.Folder
j
Sample Name

' Sample ID
Sample Position

: .Injection Size
, Sample Type
Method

r'lBatch Name
; IRunTime User
'^'Acquisition Time
^...Current Time

Data Processing Results

DATA_013
230706
178/07 995474 F2/400ul inj lul

0.0000
Sam
M-AN-41

micromass
15:25:49 Date
16:10:31 Date

23/07/06
23/07/06

I

Analysis of Reference Gas Data

LI

i Ref Delta
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r ,
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L-

F.lename:OATA_013 Folder '230706
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Automatic DP Params

Data Processing Main Graph

Graph Cursor L ines W Indow
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r

Data File Name
r ;Folder
: iSample Name
- Sample ID
^Sample Position
i
llnjection Size

;.;'Sample Type
Method

riBatch Name
i JRunTime User
"Acquisition Time

,- Current Time

Data Processing Results

DATA_0 08
230706
Blu 1 pool 4 F3/45U1 inj 2ul

3

0.0000
Sam
M-AM-41

micromass
11:40:11 Date
12 ;28 :05 Date

23/07/06
23/07/06

f"; ^
Analysis of Reference Gas Data

L; Ref Delta 13 = -34.50 Ref Delta 18 = -19.30

-. Time
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i Optima GC 1.67-2 - Manual DP
File Edit View Calculate Report Parameters Status Help
Dala Filename

; DATA_008 Folder 230706
Date :23/07raE Time : 11:40:11
CommenI

: Blu 1 pool 4 F3M5ljI inj 2ul

:

Patameteri; Automatic DP Params

r

Data Processing Main Graph
Graph Cursor Lines Window
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Data File Name
:Folder
Sample Name
Sample ID

..^Sample Position
; ;Injection Size
' -Sample Type
Method

I iBatch Name
i_iRunTime User
Acquisition Time
Current Time

D

Data Processing Results

DATA_009
230706
178/07 995474 F3/45ul inj 2ul

^
I0.0000
I

Sam
M-AN-41

micromass
12:24:59 Date : 23/07/OG
16 : 08 : 12 Date : 23/07/06

Analysis of Reference Gas Data
Ref Delta 13 = -34.50 Ref Delta 18 = -19,30

D
Time
122.6
182.6

,- 24 2.6
i

2423.5
U 2483.

5

2533 .5

Q

Major
8.494E-E
8.494E-E
B.494E-f
8.443E-f
8.453E-E
8.566E-E

Std Dev Of Fit

Ratio 2/1
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optima GC 1.67-2 - Manual DP
File Edit View Calculate Report Parameters Status Help

[j Data Filename
: DATA_009 Folder : 2307D6

'-' Date
: 23^7)06 Time : 12:24:59

Comment : 1 78/07 995474 F3H5ul inj 2u(

:

!

Parameters Automatic DP Params

Data Processing Main Graph

Graph Cursor Lines Window
1 .0OE-8t
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1^

E
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'';'.-?-: jK^^^.-
i"'i^:-iti--;-^s;-.'

V-«^CAX,OKDESPEKW^^^j|||,^^^,^^

ij

Instruction de cdifllitiwiifti?...;;..:;!-.^©;^^
;

1. Tane

Specification : plateau du peack Centre > 10 V

Tune c.onforme

:

out non

2. Stability de rinstnim«nt

Sp&ification: 6cm mesuri entre valeur- n^ximale et valeuf fflinimale du ratio 2/1 < I

Stability oonforme

:

duratio2/l<0.5%o

oxa\ V non n,,:. .

3. Prfe&ision de l'inst«^imi.iit . ,

Codede la solution BtoCairRMS:....,... Oq5

Valeaw nMcnues J%«VTirinr 3Jniettinwyr

enne

~Eb0trtype

D^cane

—^yW"6i-

.»|^^

tToflecaSe

-r^^f^tk:

Dod^Hiuie

^thaiaia^„iii^t^^

?=>i*».

M^Syl4ecanQ8t&

Sp&ifiGation; 6cart-typed'aurnoins3 alcanes<0.5^

Precision confoime

:

oui 5Z! non
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4. Calibration derins«r.tni-,.f

Code de la solution Mix Cal Acetate: ,..CaX

Valeiirs ohfenues (%n) -

DoiVa Q<i4^

Dele .a.

5a Androstanol AC

-So,iS

- 30|S€

EtiooholanOlpiieAC

:- ^\Qt"-. •

--40;,4-li

5b Arittostancdiol diAC,

:
-^a3-^:t^-^

-l^a-o
Intervalle rie valeurs arrpptakw.

1
1
Ketoctipcholaiiolone AC

j-^fe;&'^

_- U.=t-C

5a Androslano! AC
Valeurs thdoriques

Valeiirs thdoriques + 0.5%q

Valeins thdoriques - O.5?6o

-30,46

-29.96

-30,96

Etiocholanolonc AC

.,19:91-

-19.41

-20.41

5b Andiostancdiol diAC

-33.81

-33:31

-34.31

Resultats conformcs

:

11 KdtoetiocTiolanolone AC

-B.30

-1^80

16.80

oui bt
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Data. Pile Name
Folder
Sample Name
Sample ID
Sample Position
Injection Size
Sample Type
Method
Batch Name
RunTime User
Acquisition Time
Current Time

D^ta -Proceisimf -'^^uil^J

" -r _
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-DATA 0'03
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Data File Name
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Data Fiie Name
- Folder
; Sample"\Hame

Sample,, ID

^
Sample 'Position
Injection Size

. Sample 'Type
Method

r Batch "^ame

[^ RunTiTiie. User
Acquisition Time

T Curre.fit Time



-?;;{. ;^ir':-/-~ "-.iii--=..;^ .-

,'..i^:a "Processing Results^,

Data File Name
Folder
Sample Name
Sample ID
Sample Position
Injection Size
Sample Type
Method
Batch Name
RunTime- User
Acquisition Time
Current Time

.

"23U7Q6-

Mix cal Acetate OOiA-iOOng inj

2

0.0000
Sara

M-AN-41

micromass
10 : 53: 36 - Date
11:39:17 Date

u

k

23/07/06
23/07/06

Analysis of Reference Gas Data
Ref Delta 13 = -34.50 Ref Delta 18 = -19.30

Time
122.5
182.6
242.6

2423.4
2483.5
2533.4

Major
8.6D9E-8
8.516E-8
8. 61,8E-8
8.509E-8
8.465E-8
8.S2BE-8

Ratio 2/1
1.17-8IE-2
1.17..81E-2
1.17-81E-2
1.1781B-2
1.1781E-2
1.1780E-2

Ratio 3/1
4.2S2aE:-3
.4.2522E-3
4.-2-5-23E.-3

4.251SE-3
4..25:i6E-3

4.2520E-3

',:- ^V'Y

- -^;

.--li^-^ n&^ji.

h-

1

L.i

r\

u

Std Dev' Of Fit 1.7125E-7 i.7134E-7

Analysis of Sample Peaks, with Background Subtracti

I

"-=

on

C02
Time Height Area ^^^ 3/1 dC13Pk dC13Bkd dOlBPk d018
865.6 4.79E-3

1229.

8

4 . 79E-9
1302.2 3,63E-9
1473 .

8

3 .17E-9

2.0679E-8 1.1821E-2
3.7785E-8 1.1938E-2
2.8202E-e 1.1782-E-2
3.2254E-8 1.1976E-2

4
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Data Processing Results

Dai:c FiJs Name
Foider
Ssniple l\ame

Sanpic iZi

Sanpic iosicion
In'jecticn Size
Sample lype
Meuhod
Batch Natie

RunTime User
Acquisition Time
Current Time

DATA 014
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File Edit View Calculate Report Parameters Status Help
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Codification : E-FCR-06

Version : E

Date :24/l 1/05

Page : 1/2

FICHE D'ANALYSE / RESULTATS GC/C/IRMS

Echantilloii

:

Repertoire:

178/07 995474

230706

Instrkiment

:

GC/C

CO et paraphe:

S Isoprime I

Valeur isotopique du reactif de derivation: -53

Fraction Fl fmetabolites de la cortisone et du cortison
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