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National food safety standard-
Determination of metenolone residues in animal derived foods

by Liquid chromatography-tandem mass spectrometry method
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BEmREERTE
M RMPEZIERZBENNE REEIE-REKFIE
1 sEH

ASCAERETE T S B i o S Vil 5 B SRS 00 ) A A5 R VBURH €085 - £ BB 1 M0 72 5 95
ARG THE A 2 08 ISRIULA, . SRaT 23, S s b S U e iR B R I E .

2 AR H

BN ST P 2 S S BRI TR R RSAR SCA A AN RT A R AR L, 3 H IR E1 H S,
A% H AN B B AR ASE B T A AN H ARSI SC, HEaH AR CEFERTA MBS EH T4
A

GBI/T 6682 /#5125 % FH 7K FUAS A 56 ¥4

GB/T 30891 /K7~ ShitikE R

3 ARIFEFMENX
AR BEAT T ZE TR IARTERIE 3Co
4 JRIB

R S B Vh Te R B, 440 B- i 2 R I TR il 7 T P MR I A ) P K SR BRI, 2R AR IR 117 [
AR AL, O Eil - R IR BRI E . AR E R

5 RFISHR
BrAE B GV, AR AT, K ONGBIT 668241 5E 1 — 24K .
51 &

5.1.1 HEE (CH;0H): fhifidi,

5.1.2 HfR (HCOOH): thifal,

5.1.3 Zff (CH3CN): faifali,

5.1.4 FAk#H (NaCD.

5.1.5 &% (CH;COONH4).

5.1.6 Z% (CH3COOH).

5.1.7 &K (NH3-H20): 25%~28%.

5.1.8 Jo/KIEH (NaxSO4).

5.1.9 B-i %) WEIERR A/ 75 B R EE A :  30U/60U/mL.

5.2  YAWRECH

52.1 0.2 mol/L ZFREGEM: FRINZ /RS 15.4 ¢, WARET 950 mL /K, H Z BRI pH N 5.2,
FEFKFREZE 1 000 mL, JE%1.

522  S%ZUKZHSEW: BUEIK 50.0 mL, INZAEFEEZE 1000 mL, JE2].
523  0.1%FERIEW: BUFER 1.0 mL, AN/KFEEZE 1000 mL, VB4,
524  10%Z BV : BZHE 100 mL, J/KFBEZE 100 mL, JE5).

525  60%HEEAW: BUFFEE 60mL, fI/KFFEE 100mL, V2.
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53  FriEm

EEHW I EBER-De b, FEI>95.0%, LS A
5.4 FRHEBRES
541  FRUERE W BEEBE ARMEYI R L) 10 mg, K55 ME, FHPEAMIFERE 1omL B8,
A E 10 mL EMS, FCHIEIKEAN | mg/mL (FRUERE S, -18°CRL MEfE, A3 6 MH.
5.42  [FfIZEPNAMERI: BB B-De bR Z) 10 mg, FEEFRE, HHF BRI A S 10mL
AR, BCHISIREN 1 mg/mL FIARAERE %, -18°CLA N fif7, AR 6 MH.
5.43  FnifEPEVE: RS EE 1.0mL KB RAREM AT 100mL FET, FHREEAEZE,
L BR FE R 10.0 wg/mL FIFRAEH TV, -18°CLA N AigAE, AR 3 MH .
5.44  [FfIZEAASIEWE: K% &I 1.0 mL 280 8-De brifEfif & T 100 mL K&, FHHEE
BRZIE, FCHBIRE N 10.0 ug/mL PIARHEF R, -18°CLL R EfF, A3 AH.
545 bR TAEMR: R I 1.0mL E& H s T 100 mL A&, AFEERZZE,
e 1] B 26 B VB IR BN 0.1 pg/mL HOARAE T AV, B0 FH AL .
546  [FIfIZRNAS TAER: W% ED0E R R R AR R, H P RERRE, BCHK 0.1 pg/mL 1A bR
TAEW, PR IR .
55 #E
55.1  FOROIEZ ZG BRI Fe WS /K SR IR P4 A ZE B . 200 mg/6 mL,  BAH %%
552  fFLIEARE: 022 um AHLREE I,

6 UFEH

6.1 ARSI EA W B TR
6.2 MR BEHN 0.00001 g #10.01 g.
6.3 &.0HL: 9000 r/ min BLLA L.

6.4 IRIETR AR

6.5 THIEKBIRG -

6.6 UL

6.7 E AT,

6.8 Tk 7ERAN .

6.9 pH it.

6.10 [EAHAHUAE

6.11 RFds.

7 WERHIESRE

7.1 AR
HOIE S e sl A R 1) 2 BRI A, e, R34
T sl e R (1 23 el ikt b . MRAE S, 4% SCIT 301611 A A2 il % o
BUE S i sl ) =S A B & &, BRI EIRG A
O 5 o sl A ) 2= A s R Ay, TRA 4.
) B8 AR RE AR A EERIRE
b) HUFE A ERES, TENT B
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c) B BURIE ARG, ININE BIR B AR E AR, AEO82 FLER ik kE .
7.2 AEHRE

B RS WL, B, AR AR T-18°C UL M RAE, A UHEEL 10 °C~4 °C %%
R RAE

8 MELE

8.1 #EEL

HERFREGAEL (5+£0.05) g, B T50 mLESCAEH, IS0 Lk TAEW, #wigis), HMIA10 mL
R GRITR, INN25 WL B~ %) il R TR e 07 FEOn FRISE N, IR BEIRST, 37 cC/KIBIRY2 ho MBSO i
A15 mL 5% %K B, RERAI1 min, A4 g&ALE, #7720 min, L9000 r/min, 4°C ¥4 B0
5min, B_EZEEBRT50mLEOE F, BREDE NS mLS%EK 2N, BRI, & EER. BETF
Ja PRI A TEKTRIREN (£959) JEN100 mLjiEfs 28R, FH 2910 mL Z g 250048 & T /K BRIREN
20K, FHNBEFER KN, T40 CRIH AR LT, H5 mL10% Z B KIERE R, ik,
8.2 Ak

E 5 AR RS EURE 4 K A6 mLFF 2 AT6 mL/K FALHE . BURHP LR b, WSS (£ 2 13/3s, FFEMH
. H16 mL 60 % EL/KEBMGE, T, 6 mLFFENe I U SELE IR, 40 cCARB R AT, 1.0
mL10% 2 K iR, IREIR AT, 150.22 Ll ALIERE, AL IRAH € i 55 B T A3 €
8.3 FrERZLAHIE

5 ISR B i AR HE AR (0.1 pg/mbL) FNSE & 18-De AR AR (0.1 pg/mL) d&&, H10%
IR R RE, BeH e & W Bk Nlng/mL. 2ng/mL. 5ng/mL. 10ng/mL. 20ng/mL. 40 ng/mL
FNZE B e-De N RIS ng/mLiP) RGBSR, BEBOA €0t - 5 D6 A0 52
8.4 ME
841  RiEBILESEEMY

a) Ok Ce ik G0mms2.1mm, 1.7 pm) , sRPEREM 244,

b) WEIMH: A: K (F01%HE) , B: LM, BHETRBLAME E 1;

c) ViiE: 0.4 mL/min;

d)  FEiE: 40 °C;

e) HEFEE: 5 L.

R"1 ORENEE R S

I 5] A B
min % %
0 90 10
1.0 90 10
2.0 50 50
4.0 5 95
4.1 90 10
5.0 90 10

842 [RIESELEH
a) HLEHI: HEWIEHEE, EE R,
b)  BEERE: ZRMEN (MRM) , RiESHZ0E 2



c) BTFIRESE:
d) E4IEHIE:
e) THAIEE:
) FEARE:

150°C;
3.5kV;

500°C (&) ;
800L/h (&) ;

g) R w T

*2 EBIELHEBBETREEEMET. iEEE
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- SE T BT EETHET HEFLHLER filffi e
) m/z m/z V eV
303.1>83.0 20
EBER 303.1>83.0 30
303.1>187.0 16
KB w-De 309.1>87.0 309.1>87.0 30 20

843 MEZX
8431 EMMNE

FEFFE BRI, PR BRI SeE th e SRR Whs (il Je-De) IR A (6] 2 HL 545
AR S B v e B A RN AR (R R JE-De) HIPREHIN [A] 2 B ZE FE1% LAY ;- ELAGIN BRI AR 25

TR, NG IR AR B AR O B 1 R B0 H R VR % J9240%

8432 ZEEMNE

1%8.4.1M18.4. 2B E AN R 6, DIARHEI IR A W AR EL LE R AR AR, DA TR L AL AR, £ hlbR
HETARMIZR, 1R R Bl e, L PRIETT e 25 W RO B &, AR RS CRE I 1 H A
Wi AL 45 A AS s R PR 20 P Y BBl P o 6O R S 285 Vil 2500 e B B D3GR 0 e 2 PV L) FE SR
I HR 8 24503 EAH LG I A B AR I, 8 ORI VUM 8 I S 2 U iy L AE (SRR R R B Y
X 5 2 V- Dt FEE 5 1HE B 0 ) 26t ) SR VR JE-De W — B0 7E R Gyl B 261 T, ARV VURY
IE S Jo B 0 1 P L PR B

8.5 ZEHIXE

s (e, BRANINZa AL, SR AR IR 20 SR AT T AT #R A

9 #ERIHH

BURE R 25 V) B B b T e A 30 (D THE
o = Ax A . xC. xC, xV x1000
AL x A x C._xm x 1000

X

w— PP RB RV E, BAOVNOCR T (uokg)

18

Co—hrttE TARM T R B R NIREE, LN 2T (ng/mL)
Cis— PRI P 5 U Je-De IR EE,  FAANN S RFZTT (ngimL)

Clis—hritE AR S B JE-De WKL, AN REZTH (ng/mL)
A— IR BRI SE 1 U e PR W T A 5

Ais— bRt TR 568 Vi Je-De (108 TR ;

Ai— I TP 9 2 U Je-De ) I IR 5
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As—HrE TAE VI A 55 B 0 e U T AR

V——IRFEN e AR, BN (mL)s

m —AFER R, B ()

1000—3 5 R %0

e R RA/NTL ug/kg MR EE 30 2080, 1 puglkg LA N IR EE 2/ N JE 2400

10 FEARBUE. EREMBEE

10.1 REE

TN B E S WA, A Edagl. &R, FOrh RS R HR ~N0.2 o/kg, &
PR N0.5 polkg, BRHSE B R e H R 0.5 nglkgs  E &BR 1.0 nglkg.
10.2 IEH#BRE

AN By 2B . WILA, Al adgl. &, FUTE0.5 ug/kg~5.0 uglkg RN Ik i L
I [ A% N 60% ~120%,  F7E 1.0 ug/kg~ 10 ug/kg A IR B f [a1 % A60%~ 120%
10.3 5% E

AR TT A AR BRI 22<15%, Pk IA] AR AR dE (R 22<20% o



EBIELUEYER

M x A
(Fset)

==

FBWHMTILAFR. CAST . 2 7R 7 T ES WRA L

=
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RA N EBTERIRED R
¥ 5 44 R LR CAS 5 R X575 B
1 LB Metenolone 153-00-4 C20H3002 302.5
2 S # S De Metenolone-De Cr0H2uD6O2 308.5
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M X B
(FRME)
EYIBUEIFE R T RE R IEE

SV WA HEN) L 2 1 PR i B 2 KB 1

20220726-0003 MRM of 3 Channels ES+
309.4 = 87 (Methonlone-d&)
1007 2 6Be6

0

2.82
| /\
1 I} T T 1 T T
1.25 1.50 1.75 200 225 2.50 275 3.00 3.25 3.50 3.75 4.00 4.25 4.50 4.75
MRM of 3 Channels ES+
2383 303.4 = 1687.2 (Methonlone)
1004 6.28ed
2
=]
I 1
275 3.00
2.64
T T
275 3.00

20220726-0003

0
125 150 175 200 225 250 325 350 375 400 425 450 475
MRM of 3 Channels ES+

20220726-0003
303.4 > 83 (Methonlone)
100 1.80e6

3

0 T T T T T T
1.25 1.50 175 200 225 250

T T T T T T T Time
Pt
1.- B i1EK-Ds 309.4>87.0

2.- EB I 303.4>187.2
3.- EEIE W 303.4>83.0

B.1 EEHELIVELIER (2ng/mL) FIRMIEAFRIIER (5ng/mL) $HERFEILE




