fe&

Lorena Garrostas, Oscar J. Pozo, Rosa
Ventura, Jordi Segura, Josep Marcos
EMaHARA

IMIM, Hospital del Mar

BEZH

[icfis7y

Miguel A. Delgadillo, Benjamin Velasco
BRFHHINENEIERESLRE
Comision Nacional de Cultura Fisica y
Deporte

EFEH

BFF

—M{ER Agilent 7000 %% =E M+
GC/MS ZGMlEANRPERRLFHFINS
RBE, UEHE

ORIk

EE/ A

=z

ERERZRER 7800 SARILK 7000 RI=ZEMRASRER RS, FLT 6
MARPEEEBBUFHFGFESE (1], BEAERRRMEFNG (WADA) EXKK
NEREAFLIENEWNE, ZHERTFETABZEEHSHETHEH BERI
1367 MERMTH, & 80 ENMSTHAPRAURBHRYE, RAMERTHEHE
HITRE .,

=L,

By
ERBEEY, HEFRESENRMBSERAYRtRRALEFNM (WADA) =4
ZIEH, WADA BERENGEZEAMEL 2], HEUSIEEHYNSERAITFRE
(MRPL) [3], BFREFETILEMUEY, AHA 11 HARMNER, RE WADA A
1998 ERMRAHTRAZ N, BEERLHFEA—XEREY, HE%REHZE
RAEREERESNEE. HTEARLEEERZERGY, TiERIMEEMNERA
FER, BETREETARYT, WXERXESYHRUR—TURER 2.
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B Fi@it WADA TAERI I E &R EKIE AR IAZE MRPL 7K F
EXEBEERAYHITEARE, B/ LTREDUNETHEN
SAE. BHRXEFNRNAEENASUAHNEEEA
Hill: B GC/MS REF=E MR LC/MS R4,

B, RESNEERANARTHELENT, RERL 7000
RI=EMRAT GC/MS BRBRSZEXA SRM B, AR
REEZAYNRNREE, NARNEATABLRBITE
LRTRER (FRMRSSFESMOREHY) HKBRN
Fik (4], TR 150 MERAYKERENNEE 8 54 [5].

NIRBEHA, ZENEF GC/MS HEREBRHEEHAE
£X:

1. ATMETE GC/MS F1 LC/MS/MS TiEiA MRPL 7k
EHLEY, B0 2 ng/mLET 17a-BE-56-11%-3a,178-
B (REmARE=Y)

2. AESRTZINEL TEBEREN

FNANETER 7000 ZF=EMRFT GC/MS RHE 7.3 2
SAHEMRIE 7 MEARLFFNRNAE 1], EEMNER
YEE 170-BE-58-WE-3a. 178-“ENREMEARNLH
#, EFA=EMRIF GC/MS/MS KX Ll SRS &
% GC/MS #1LC/MS/MS E2EKIER. AiEMREHETA
PEHRMNAERTET AR ZEEHSHEHEF PIRERH
1367 MERSIHIT T RIE.

FrEmFO

REMAENRY, %55 XKE Sigma 27 (ZBHHH.
EREM, £E) , 17¢-BE-56-M%-30,178-Z8, 30-2E
BA%Z. 16a-ZEKBRSE L, FEHZE, 19-XFHERAN
19- 5B RBEERMTF National Measurement Institute
(Pymble, BAFIE) , B-EEMERERESF (£ Coli K12)
TF Roche Diagnostics GmbH (Mannheim, &) , 2474
MBS M. BIRSm. PENTER. SEUH, #ix,
MEEFEREMT Merck 247 (Darmstadt, EE) . N-FE-N-
(ZREREE) Z8Z8BMK (MSTFA) BT Macherey-
Nagel (fZE) , @47k Millipore Milli-Q Integral A 10 84k
KEGH%,

E

AEFRER 7890 &5 GC 5 7000 R =EMNMITRLEKAZ
%, RESR/AoREAERIEFHED, EREERMEN
REBK, NEEHYTFR.

£1. L4 7890/7000 GC/MS TESEME
GC BIT&M
St Agilent J&W HP- BE & EiLH
25mx 0.2mm, 0.11 pm (¥#S 19091A-002)
i =3 2 uL, @i 1:10
#HS 5, 185 1 mL/min
BIEHAEER 185 °C

1L 30 °C/min FZ 230 °C
L 15 °C/min F& 290 °C
L 70 °C/min #Z 310 °C (&#§1.5 min)

ERERE 280 °C

AR 2 minutes

MS &#

i BEhiEE

EMV ik 20

RESY ELE, ERRMEEUES
HHES KRS RS 1.5mL/min
AREHRE 85225 mL/min

FiERE BFiF 220 °C, M4RHF 180 °C
&

EERHEE (2.5 mL) HAIAN 1 mL BEREREZHAR (1M, pHT) |
F 25 uL B-EE B EREEHIFI7E 55 °C T1E5 1 h, BHRAH
ZEBE, MA 135 pLKOH (5M) % pH BT ZE 95, BMA
5 mLRENTERH#TR-REN. BLE, BENEELET,
IO 59 pL MSTFA-NH,I-Z B (100:2:6v/w/v) 7 60 °C {7
£k 30 min, BBEFHER D,



REER
FAMERMZEC = BN GC/MS RESHTITX 2.

SR

HERR
Fit&HRAUIRARSHT. B, REGMUESWITENR
ERBRHEAMEE, 2ARELEMEETNEIESSFE S
M ARRIEEE THFEFRIEE, B XEHRABE TS FH
FEFEEFEREENENX (SRM) THRENSFEY.

BRATEAREENRMEN 5 FRMEALIFRE (MRPL) fn
RERBRMAEUERETREHE. NE—ITHNEET, B
E% 5 M EMAHEEE TREARNFET, SERHLEH
EMREERE. RERERGRAGERIL (S/N) MIFZKE
MNHMSHARRKSY, BARGHMAREXERNERBE
SEERENRM. ATREAZRENERESN, SMEY
RUBERTRE, K2 CETABMEYRIKURHEN
DWER,

®2 Agilent 7000 Z 3= EPIRH GC/MS/MS RESH
t&9 FTEL =Y RT (min) BEY FEF CE (V)
£/ (1STD) Bis-0-TMS 5.00 446 301 20
5.00 446 169 30
RS N-TMS,0-TMS 2.45 335 300 10
2.45 335 227 15
19- X BB GER R Bis-0-TMS 3.68 405 315 15
3.68 405 169 20
19-XFRIEREER (kR Bis-0-TMS 3.85 405 315 15
3.85 405 169 20
EpiFiff —B2 (EUERRIEY) Bis-0-TMS 3.73 358 301 20
3.73 358 196 5
17a-BE-58-1R-30,178-Z8 (FEEmK ) Bis-0-TMS 4.38 435 345 10
438 435 255 20
I-RERNE (RAZRE) Bis-0-TMS, 6.65 545 455 40
N-TMS 6.65 545 147 30
160-RERIERSE (KBRS LKHEY) Mono-0-TMS 6.57 490 231 15
6.57 490 143 35

RT: {RERTE
CE: WiiEAEE



HERIE

EUREFENRIFERNGEE R EBALEHE (6], BiEx—
RIAFMNZTHREREITOMMNBEIEERE (S/N) AATF 3 1Y
FHES, WA ERERE, DEABR, EFT 6 MRER

RIiE& B AR R E TSR A MM R RET I,

# WADA ZEH MRPL KEL#HITHEZESHMK, ALk
FEMNEE BRI —RIRERER (B1) 294 6 MET
¥) #17o4, UERYEERTINARYIETR L ENETR

H#fwE (RSD) RTESWAIIE, & 3 HUBMERIIE,

*£3 T iEMIEAR

t&H MRPL (ng/mL) RE (ng/mL) EEM (RSD, %)
RIS 2 0.1 4.9

19- £ GERREY) 2 1 10.2
19-XFRREEGEEE (R HKitm) 10 5 7.8
178-methyl-56-androst-1-ene-3a, 17a-diol 2 1 13.4

(metabolite of methandienone)

17a-BE-58-H%-30,1768- 28 (FEmMAHEHY) 2 1 9.4
S-RERNE (BROEREY) 2 1 9.2
16a-BREREESE (KEESLKHEH) 10 5 7.0

MRPL: &IERFIRE
RSD: tHExtRERE



S Bt il E
EETARBIZETHSHE, £ CONADE (BEAFLEAEX
HIEHERS) £33 1367 MIEHRRE#IT TR, EHE
BANKREAEN—HS, FEEEAYRELRTRH#TIN.
F-oWikERBEES - MRPL R EMARAIFAMERE AT
—/MREREA,

EAEMNKE, SMEY SN KITREERLLEE
82 MR R P RIHAT (RSDIRTF 7%) . B 1 AHWE
AMFELEYRMNRIINREE,

RIS 19- L FER EpiFitE G B2 19- % FJR BB I B2 A
— 335 =300 L 23 — = 301 bk
1o | 383227 S 1ngrei. I =i i i oo 03100 ¢0om. ool = wowe  2nmlL
90
80
70
60
50
40
3
20 ki !
10 k
0
239 243 247 2.51 2.55 3.61 3.65 3.69 3.73 3.62 3.66 3.%0 3.74 3.7.8 3.78 3.78 3..7.8 3..82 3.86 3.90 3.94
&R (min) RERE (min) AR (min) R AR (min)
17a-FE-54-Hitz-3a, 178-_F FEH (ISTD) 16a-BEKBERSE L S-BERNE
—4353US g gl | — 446 > 301 — 490 > 231 10 ngimL — 545 3147 2 ngimL
100 435 - 255 100 /= 1007 490 3 143 100 545 > 455
90 90 | 90 90
30 80 80 80
70 70 70 70
60 60 60 60
50 50/ 50 50
40 my 40 40
30 30 30 30
20 20| 20 20
10 10/ 10 10~/f§ty\§:!
0' 0 { 0 0 ..... e
429 433 437 441 445 449 49 494 498 502 506 6.48 6.52 6.56 6.60 6.536.57 6.616.656.69 6.73 6.77 6.81
KERE (min) KERE (min) KERE (min) KERE (min)

A1 RELFRET, BNFTHRREEE



Bilkzsh, B 2 28R, FERERAREMLEY AT
MERER S/N BEENS TP REART,

178-methyl-58-androst-1-ene- 19-£ B 17a-FRE-56-1f - 16a-BEBKBRSE L
3a, 17a-diol @ 2 ng/mL 2ng/mL 3a, 178-ZB 2ng/mL 10 ng/mL
x103 x103 x103 x103 |
1.25 25 6
15 1 2
R #10 ; 0.75 1.5 4
0.5 1 )
0.8 0.25 05
x103 x103 x103 x103 f
s 15
ik #32 1 : 4
1 05 05 2
x103 x103 x103 ! x104
1 2 !
15 0.8 15
#t% #50 1 0.6 075
0.4 ! 0.5
0.5 0.2 0.5 0.25
x103 x102 x103 x104 !
15 8 15 1
K #62 8 :
4
0.5
0.5 2 0.5
x102 x102 x103 x104 '
8 6 15 125
s, 6 1
#tx #78 . 4 ! 0.75
0.5
2 2 05 0.25
0 — rrrrrrrYTTIYTITTTITTITTTYILL

3.60 3.68 3.74 3.80 3.86 3.60 3.64 3.68 3.72 3.76 3.80 4.28 4.36 4.44 4.52 6.42 6.50 658 6.66 6.70 6.78

A2 ZEIBHSHE, BERERAERRIELEEBRN LTI S/N F 78 HARES HEBRHEE Y

(=2}



&b

AIER MRPL BIEX, 7 7000 25 =FMRH GC/MS R4 L
FET—H#YE. BENFE, UE WADA BFIREHNES
EFF, FEAENBEETARZEEHS EREEN
1300 ZMHERPHITIIE, £TEENHKEERNNETEEL
FRTERKHREBKPRNE T ENEZAEFINRESZ
[45], XLEFSERT7000 R =FMIRFF GC/MS BH&
FILWEBENANITBRAFTE,

SE 3k
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