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National food safety standards-—

Determination of anabolic androgenic steroids in animal derived
foods and urine by Liquid chromatography - tandem mass
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BmEEERNE
MR AN KA ELERLGYIXEENNE
AR IE-RIKRIEE
1 s

ASAEHE T st e AR LR 18R R R (e e Ve Phitali.
Mo W SEER. HEIGEEERE . SCHMERR. WSEEH. WEEE. AR, 2. R, IR
Ve ST SRR AT, IRRSENA . TR TR AR A R VR L) B B A A AT
€ - £ BB 5 1 N 52 5 925

ARIAEH TR £ 4 BHL AL FEIE. BIE. BB  A9E. B9, EY.
Pk ey i s 25D R8P [RIAL IR 2 Wi B E I E .

2 eS| sk

ISR AN R R AN D o N@E H R 5 SO, A6 B A RRASE A
e FLRANE RIS SO, HEeHhiAs CEFERTE IMEeR) EHTAS -
GBI/T 6682 /sty = FH /K S A8 /7%

3 ARIFEFMEX

ASABA T ETE I ARTERE o

4 |FIE

SRR AT S EA R E, BT S E L, A - R s 2, WARTE
5E o

SR, IR A B AR AL G , A 0l — BB 2, MAREE 2.
5 RFFR R

LR BT BGRFA,  BRder v B AN N M aialse) ;s ZKONFFE& GBIT 6682 BiLiE B — 2K .
5.1 17

511 BT HEHEE (CsHO) &
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5.1.2 &JE (CHCN) . fajhat,

il

5.1.3 HfE (CHOH) : faifsli,
514 HER (CH0p) : thilkal,

5.1.5 WM LE (100~200H) -
5.1.6 IR (Na,CO3z) -

517

2
=

)y

‘J

5.1.8 & & E (NaOH) &
5.1.9 B-£h 1 8] 4 HE I B 05 FE AR ER RS 100000 unit/mL.
5.2 XtEEMm

BEE . W FhihlA . HES B EE. MR . SSHER . FHSERR. B ACER. A
WAEZAER . 20 RS HERE . U 2. A0, RS2, BEER 2. KA
B e A s 4l =95.0%, LS A.

Ds-FH 20, Do-Z1fli. Ds-S2HdFRHEM: 26 =90.0%.

5.3 ARECH

5.3.1 10%M FRENIA W :  FREX 10 g BRIRAN, I/KIsMIERiBE 4 100 mL, YR2].

5.3.2 FhRIAEW (2.0 mol/L) : HUE:ER 18 mL, JHN/KZ 100 mL, JR%J.

5.3.3 AAMIEI (2.0 mol/L) « HUESAALEN 80 g, /KA MikEZ 1000 mL, RS,
5.3.4 40% A : B EE 40 mL, /K E 100 mL, JR%T.

5.3.5 50% 1k Z WG : B2 500 mL, fIFER 2mL, JRAJE, I7KZE 1000 mL, JEA.

5.4 tRERIREIE

5.4.1 Friffif 2 (1.0 mg/mL) : AERHFRIL 18 Fhisi R 2R 2540%) ] i 29 10 mg, 51 % 0.01 mg,
SR EAR 10 mL R RET, FAREREFEAZZIE, 2SR 1.0 mg/mL frik
it -18°CLL N LIRAE, AR 6 1 H .

5.4.2 Wi AR (1.0 mg/mL) : HERGFREL 3 AR P bR xT R 20 10 mg, AR 4 0.01 mg,
S EANRE 10 mL BREEERT, HREEEIEEAZZIE, 2 REHIE 1.0 mg/mL B
TRIGWIFRE K N FRAE & . -18°CLA TR, BRI 6 M.

543 REAERENE (1.0 pg/mL) = 737l 18 Mg Ry br it % RE &, &
— 100 mL (R m s, FHEMEEZIE, RS, 2 1.0 pg/mL PR REH R
4 °ClECIRAT, ARIHIANH
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5.44 JRA WA AR (1.0 pg/mL) « 20 BIWRE 3 Fl N brfi 2 iiE &, B [R— 100 mL £%
BREMT, AREAEREEZIE, B, 26 1.0 ng/mL RS WA R . 4 °CREBEE IR
17, BRIH3IANH.

5.4.5 JRAIEM L TAEEW: /3 3B IGE & VR A AR AE (R SR & AR R, FH 50%
B VAR R /9 3.0 pg/L 5.0 pg/L. 25.0 pg/L. 50.0 pg/L. 100.0 pg/L #1500.0 pg/L
(VR S AR E ARV, e FBTIC -

5.5 #Hl

5.5.1 CaglAHAEIURE: )\ be et IERE, 500 mg, 6 mL; Bk REAH 25 AASHUR: .
5.5.2 #HkaUdyE il AN JE M BT, FL4£0.22 pmEPEREAR 23 .
6 NI E
6.1 RIRBILHRERBIEL: ACA WS B
6.2 S RXF: = 0.01g F1 0.00001 g-
6.3 BLHL: HSEFEHEAMKT 10000 r/min.
6.4 EHHZERRE.
6.5 NERIRHRR
6.6 JRNERE Ao
6.7 EMIL.
6.8 BREIT.
6.9 FRKRIEFE.
6.10 SJ3%H1.
7 RAEHESRE
7.1 IR
7.1.1 AL
B B B AR 1 B R e, AR
—— B R B A AR
— IR AR, 1R AR
—— BB B, BOINIE EOR B AR AEVA VR, A B IR
7.1.2 39K
BUE SR e g, %5, JHERm.
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—— U AR, PR BRI .

—— U AR, VA B .

—— AR R, SIS EIRE ARSI, VRN I IARE .
7.1.3 A fEF

B B e A 2 1 B E B L, TR A S,

—— B AR, AR At .

—— U AR, VA B .

—— B B, BSIE BRI EE M, RN IR .
7.1.4 Wik

BOE B2 HE At g, REA.

—— I HHRRE S, BRI .

—— WU AR, R ERARE .

—— B B, IS IE IR RS, A B
7.1.5 ZWIRI

W B A I BB IRV, RS AR, B0 R IR R

— B R, iR .

—— 0 FREE, ME AR .

— B HEEE, USIE B EERIARAE AR, 1007 AT Inalee .
7.2 ABHI R

-18°CPL A7, 34 H kAT 73 B el .
8 MELE
8.1 2EN

8.1.1 ZhWtt ikl (ZMA . X, AR, YD)

FREGREL (54+0.05) g, E50 mLEOE A, HIAN20 L& AR, IR T F:
k15 mL, J5%HEIR2I30's, INA10%BRERANIATR3 mL, $R¥%H2E10 min, 5000 r/min&s.>10 min,

e BIEMFRE 2 51 —50 mLEOE T . SR TRUT 2 5 mLE S 5RI— R, &I LI,
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%H.
8.1.2 BNWIIRA AR

BHUARE (520.05 ) mL, 750 mLEOQE T, MIA20 uLiE& WARH AR, FHERIRVE
(2.0 mol/L) BRAEAHNIA (2.0 mol/L) VAHTpHIE E7.075 47, N B-Hh M #i1 467 b i 1 1l
175 FE BRI FGBE50 uL, 37.0 °CHEEHR16 h, HUHAMZE=IEJR, 10000 r/mings .05 min, H_EiE
W, &H.

8.2 A1t
8.2.1 IR MK (FhELR., BE. £8E3. )

WA EIEWE, 140 CCKIARAE TN, BT FI50%IR 1L 4 ETE 1.0 mLIE R R,
IINER ML E50.2 g, TATEIRAT)E, 10000 r/mings .05 min. B EIEW, £00.22 pmIEfELE,
PHIBAR € 1 - HR I 1 DU
8.2.2 shiFR &AL

Cos B AH A BUEAK R H S mLAIKS mLiEfk, HUA30 st il, fRE e 1.0
mL/minBL T, F1400% FFEEA RS mLthet, 5. I8 mLAEESeM, WA, £t
T-40 CCHKI AR, BT, FH500%BR A LI HHRL.0 mLIE s Ry, WnieiRA) )5, F0.22
umPE RS I, ALV (- H BT R

8.3 FRERhZ&RIEIR

K5 OB A bR R BOE 2, FH50%MR A £ IV WM B G B2 3.0 pg/L 5.0 pg/L.
25.0 ug/L~ 50.0 pg/L+ 100.0 pug/LFN500.0 pug/LIf R A PR, EALIE . DL &2 14
WE TR A ALNR, FRFFIREE S NARIKEE LU AR AR, ZefilbrE . SRR 7 FEATAE OC &R
8.4 ME

8.4.1 WAHEESH KA
a) il Cfif: (150 mm>2.1mm, 3.5 um) Bk,
b) FEhHH: A: 0.2%FRIATR, B: LM, BHELIREF LEL

¢) JiE: 0.3 mL/min;
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d) Hl: 30 °C;
f) HifE: 10 uL;
F1 ORENBEEEIRR S

I 8] A B
min % %
0.0 60 40
5.0 95
10.0 5 95
10.1 60 40
20.0 60 40

8.4.2 iGZHE KM
a) BTUE: HWES U
b B EE T
o) Ry 2 RN BT
d)  BIEAAR. HELA RSN EARA

e) LEHE. s EAN R, RSAE R, Al R A A R U

£) EMER X EEE TR XS I XAl e RS A R 2.

R"2 18 TEIMLEER 3 MR RIRHIRIESH
7k TEMWE T | EEE T | EFEHE Tlb 15 e =
VAN

m/z m/z V eV
329.2/81.0 85

; 329.2/81.0 121
ROk 329.2/121.1 50
289.2/97.1 27

2 289.2/97.1 121
289.2/109.1 3
287.3/97.1 30

4 — 287.3/97.1 85
= e 300 30
303.1/109.0 39

i 303.1/109.0 100
N 303.1/97.1 39
407.3/105.1 53

SRR 407.3/105.1 125
Sl L ey 24
387.1/327.3 25

i F 4 T 387.1/327.3 95
PRI TRAM o oesa 25
345.2/97.1 31

% 2 i 345.2/97.1 106
FEEM e 44
287.1/121.1 27

Hi 287.1/121.1 90
Gt 287.1/135.2 27
JERIEZRER | 313.3/109.1 | 313.3/109.1 80 40
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313.3/245.2 22
305.2/269.3 20

S22 i 305.2/269.3 100
TS 305.2/173.2 35
271.2/199.2 32

1) 271.2/199.2 84
R 271.2/253.2 28
raya 215.2/109.1 275.2/109.1 98 36
! 275.2/257 2 Bt 24
331.2/109.1 35

e 331.2/109.1 123
HEWTE s 32
291.1/255.3 20

0 T 291.1/255.3 80
HERE T 291.1/273.2 14
338.3/91.0 80

ik R A 338.3/91.0 100
= 338.3/310.3 27
315.3/97.0 29

2P 315.3/97.0 86
315.3/109.0 31
301.3/121.1 35

T 301.3/121.1 90
e 301.3/283.4 35
337.3/241.4 30

£ i 337.3/241.4 80
L S 337.3/131.3 40
Ds-FH 221l 306.1/109.0 | 306.1/109.0 100 39
Do-Z i 324.4/100.1 | 324.4/100.1 80 28
Ds- 22 il 292.2/97.1 292.2/97.1 121 27

8.4.3 ek

a) SEMEME

I A €V T 1 O B 1) 55 R S A it PR DR B IS TR L % B0 e PR ARFAIE 128 1 S5 A IR
JEE AR A VLA € 1 VR PR PR AL T80 - AR TR 1, O PP AR5 DM i 4 D B I 1) 55 4L 2 P P Ok
ISP 18 47 L AR 45 A A 3 Vo AR5 D00 00 T P O B I ] 55 R 52 A R 20 O B IF T 87 L AR AH 0 i 22 2
12.5%Z N, HAE &340 R85 AR 2 B S IR R bR AE R R AR R — 2, LA
VP ZE 0%, U RT A E D it A7 AR N KA D) o

b) %E&EMIE
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Wb TAR I SRR b, RAIAPNEE R (I S0, i, #
le Wit SEHERAAGR T SE R Da- SRR HE; HEAG . S22 A e 1
WA I Da-H SE MRS HE: RN VAL BRIR I ER 2. RSB IH. WHEE . IRV 2. 10K
WS 272 [ ] Do- 2 BAAHE ) o PRI s Bl AR m AR 00 A0 )l LA 25 I A 20 ) 2
TWHIN. (£ EIR -SRI, ISERTSINRE b 2 SR I 63 18] L FR =% B .

8.5 EAHIRI
s HAREE, BRASINZGWn4h, R 5 AR R B 20 i AT AT # A .
9  SZRFEMRAR

R BAR 2k & (ng/kgiling/L) #EAnEZ s A (L FRIHH.
X _CsXCisXA ><A'isxv
I ClisXAEXAisxm

A

Xi — Bl b BRIk 2, SBAOBOE R T30 (uolkg) B &7 (/L) .

Cs — It TARVEMR P HFRZGWIIRIE, BACAMOE AT (uo/L)

Cis— VAR A L [F A2 2R A PRI, BN se R (/L)

A —IRFEE TR H AR 240 AR

Ais — R VAR HAH BE R AL 2R AR I T AR

V—iltE R & ERHI, BAN=ETE (mL)

C'is — bRt AR P AR R A 2R W ARIREE, AN Te BT (/LD .

As —FrAE ARV b H bR 246 T A

Alis—hRAE AR A L[R2 2R Y AR I T AR .

m —E AR, B w (@) BET (mb) .

e TSR LAPATINE S5 R EARFIIERR, SEANT 1k KITRE 3 AA %
Hy, lpglkg LT ORE 2GS 2 .

10 WNGERYE. ERESHEE
10.1 REE

KRIPEERE 0 B UL VAL . BE. e « XS&E. 405, 95, Uk
LB O A =) 18 M RIALHCER Afer 1 R 79 0.5 pg/kg (pg/L), € &R 1.0 nglkg

9
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(/L)
10.2 JEHE

AIEERE 2 4 WAL IR BFIE. B, BB XS, B0, 205, U9k
KENIIRIE H B 2E) 18 FIFIMLISETE 1.0 png/kg (po/L) 2.0 pg/kg (po/Ld
10.0 po/kg (/L) =AM L B RISCRAE 60%~120%

10.3 HHEE

AR TR A AR BR v R 22 <15 %, L IAIAR O A v O 22 <20 %.

10
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Mt RA
(ERHE)
18FEML = KR IC A TR CAST
18 AR IR R TEC LR A CAS Z L&k Al
KA1 FBERBEYHRTECAIK. CAS S
¥ 2k e FRav e AN > I\ 7B =)
2 25 4 FR 5 4y TR CASS
1 FA & 22 Mesterolone CaoH3202 304.47 1424-00-6
2 T )7 B T Stanolone Ci19H3002 290.45 521-18-6
3 FH S i 17-Methytestosterone C20H3002 302.46 58-18-4
4 B Stanozolol C21H3:2N2O 328.49 10418-03-8
5 PR PR 2 ] Testosterone propionate C22H3,03 344.50 57-85-2
6 ) Trenbolone C1gH20, 270.37 10161-33-8
7 W Nandrolone Ci1sH2602 274.40 434-22-0
Nandrolone
8 | KNG R ) C27H3403 406.57 62-90-8
phenylpropionate
9 TR e Danazol C2H27NO>2 337.46 17230-88-5
10 2T Testosterone Ci19H250> 288.43 58-22-0
11 WV Nandrolone 17-propionate | Cz1Hz003 330.46 7207-92-3
12 TS — I Androstenedione C19H2602 286.41 63-05-8
13 | FEBiE AR Levonorgestrel C21H2502 312.45 797-63-7
14 %7 Progesterone CaiH3002 314.46 57-83-0
i i FH 4 2 Medroxyprogesterone
g5 | MRS yprog C24H20s 386.52 71-58-9
LIE] 17-acetate

16 2 1 e Boldenone C19H260> 286.41 846-48-0
17 eI Metandienone C20H2802 300.44 72-63-9
18 Fa, FF 2 il Fluoxymesterone C20H29FO3 336.44 76-43-7

11
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Mf % B
(ERME)
WERNMERBHEEERBERIEZ RMEN (MRM) &IEE
BERMERGHEEERHERILEZ MMM (MRM) &IiEE RERB. 1.

B XIC of +MRM (39 pairs): 289.200/97.100 Da ID: TS
1. 0e5 6.15
1.8e5 -
1.6e5
1.4e5 -
1.2e5

1.0e5 |

Intensity, cps

8.0e4d -

6.0e4d -|

wous ] £

2 0eq -
b

0.0 . — . —_— A ) . . . . . . . . . \
o] 2 4 6 8 10 12 14 16 18 20
Time, min
B XIC of +MRM (39 pairs). 271.200/199.200 Da ID: TB
3.7e4 544
3.5e4

3.0e4
2.5e4

2.0e4

Intensity, eps

1.5e4

1.0e4 -

N s

5000.0 1 ﬁ?jj@
b

00 b— i e e e - e i

6 8 10 12 14 16 18 20

o 2 4

———

H XIC of +MRM (38 pairs): 329.200/81.000 Da ID: STA

1.9e5 6.15
1.8e5

1.6e5
1.4e5
1.2e5
1.0e5

8.0e4 -

Intensity, cps

6.0e4

o R

2.0e4 -|
» e -

e e I e Ty L

20

0.0 b e e e e - . g ;
o 2 4 6 8 10 12 14 16 18
Time, min

H XIC of +MRM (39 pairs): 291.100/255.300 Da I1D: SAL

4.0e4 6.96

3.5e4
3.0e4
2.5e4

2.0e4 -

Intensity, cps

1.5e4

e e

5000.0

UU' v = Trr/\"" = S e 1/\"" me— = T T — T = T T U
o] 2 4 (<] 10 12 14 16 18 20
Time, min

-

12



W XIC of +MRM (39 pairs): 345.200/97.100 Da |D: PTG

5.0e4 |
4 5ed

4 0Oe4
3.5e4
3.0e4

2.5e4

Infensity, cps

2.0e4
1.5e4

1.0e4

50000
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AR 52

0.0 , . — e -
(o]

B X|C of +MRM (39 pairs): 331.200/109.100 Da ID: PPNT

1.6e4 -
1.4e4
1.2e4 -
1.0e4

8000.0

Intensily, cps

6000.0 -

4000.0

2000.0 -|
»

0.0

B XIC of +MRM (39 pairs): 315.300/97.000 Da ID: PE

7.88
9.0e4 -

8 0ed -
7.0ed |
6.0e4

5 0ed -

Intensity, cps

4.0e4d -

3.0e4 |

2.0e4 |

1. 0ea

0.0 S e —
[¢] =]

H XIC of +MRM (39 pairs): 275.200/109.100 Da I1D: NT

6484 S.80

6.0e4
5.5e4
5.0e4 -
4. 5e4 |
4.0eqd -
3 Sed
3 0Oed -

Intensity, cps

2 Sed
2.0e4
1. Sed

1.0ed -
5000.0 4
»

o

12

R Vi 12

B e S ]

14 16 18 20

1a ' 16 ' 18 20

0.0 — | - .
o 2 4 8 10
me, min

H XIC of +MRM (39 pairs): 407.300/105.100 Da ID: NAP

10.15
4 S5ed

4.0ed4
3 Sed
3.0e4

2.5e4

Intensity, cps

2.0ed -

1.5e4

1.0e4 -

5000.0 |
Ll .
N

0.0 f—ere : \ - . ! 4
o 2 4 L] 8 10
me, min

18 20
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B XIC of +MRM (39 pairs): 303.100/109.000 Da ID: MTS

6. 60

8.5e4
8 0Oed -

7.0eq |

6. 0ed -

5.0e4

4.0ed -

Intensiy, ¢ps

3 04

2.0e4

1 _Oed -

¥

0.0 -
o

B XIC of +MRM (39 pairs): 305.200/269.300 Da 1D: MST

1.6e4
7.26

1.4e4 -

1 2ed

1.0e4

8000.0

Intensity, cps

6000.0 -

o 2

2000.0 o

20

0.0

Time, min

M XIC of +MRM (39 pairs): 387.100/327_.300 Da ID: MPA

8 6e4a -2

8 0Oed -
7.0e4
©.0e4 -
5 0Oed -

4.0ed4 |

Infensity, cps

3 Oe4d -
2.0e4

1.0ed -

T P 2

0.0 e .
o 2 a & 8 10 12 14 16 18
Time, min

H XIC of +MRM (39 pairs): 301.300/121.100 Da ID: MD

2 9e5 5.94
2. 565 |

2 0eS

1.5e5 |

Intensity, cps

1.0eS5

5.0e4 |

SEHERR

20

0.0
o S a & 8 o
Time, min

B XIC of +MRM (39 pairs): 313.300/109.100 Da ID: LNG
4.3e4 8.77
4.0e4 |

3.5e4
3.0e4
2 5e4

2.0e4 |

Intensily, cps

1.5e4 -

o 12 i Z

5000.0 |

N - — .

L
00 b P Ao
o] 2 a =]

Time, min

20

—_
20



H XIC of +MRM (39 pairs): 337.300/241.400 Da ID: FT

4.92
1.6e4

1.4e4
1 2ed

= 1.0e4

8000.0

[ntensi

6000.0
4000.0

2000.0
Ll

0.0 ———————————— G D ————r—
o 2 a & 8 10 1z

M XIC of +MRM (39 pairs): 338.300/91.000 Da |ID: DAN

1.3e5 7.45
1. 2e5
1.1e5
1.0e5
9 Oed
8.0e4 |
7.0e4
6 0Oed
5.0e4 |
4 Oe4
3.0e4
2 0Oed -
'1,034t

0.0 o

Intensity, cps

W XIC of +MRM (39 pairs): 287.100/121.100 Da ID: BD
1.6e5 5.59
1.4es
1.2e5 |

1.0e5 -

8 Oed -

Intensily, cps

6.0e4

4.0e4 |

2. Oes4

Ll
0.0
o

— . .
2 4 [=] 8 10 12

W X|C of +MRM (39 pairs): 287.300/97.100 Da ID: AD

2.5e5 .55
2. 4e5
2265 ]
2.0e5
1.8eS5
1.6e5 -
1.4eS
1.2e5
1.0es5
8 0ea
6.0e4
4.0e4
Z-Beqi

Intensily, cps

GB

KXAKAKXK—=XXXX

bl
H
i
=

18 ' 18 ' 2o

18 ' 18 ' 20

1

)5 — i

0.0 T T v T T T
o 2 4 L] a8 10 12

W X|C of +MRM (39 pairs). 206.100/109.000 Da ID: D3-MTS

1.7e5 .54

1.6e5S |
1.4eS5
1.2e5

1.0e5 -

8.0e4 |

Intensify, cps

6. 0ed -

4.0e4

2.0e4a

0.0 . - . . . — — ————

o
Time, min



W XIC of +MRM (39 pairs): 292.200/97.100 Da ID: D3-TS
3.5e5 6.08
3.0e5

2.5eS5

2.0e5

Intensily, cps

1. 5e5

1.0e5

5.0e4 |

1
Time, min

H XIC of +MRM (39 pairs): 324.400/100.100 Da ID: DS-FPE
7. .81

1.3e5
1.2e5
1.1e5
1.0e5
9. 0ed -
8.0e4
7. 0ed -
6 0Oed -
5.0e4
4 0Oe4d -
3.0e4
2 0Oe4q
1.0!:4‘

0.0 e . . . =
o 2 a 6 8 10
Time, min

Intensity, cps

GB XX XX X—XXXX

14 ' 16 18
Do-4 il
1a ' 16 ' 18

Bl B.1 XSEHFMEEHMRMEEE RINWKELO pg/kg)

20

20

16



