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National food safety standard—

Determination of stilbenes residues in animal derived food
by liquid chromatography—tandem mass spectrometry method
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BEmZeERRE
HYMERRPT K ZHEAGYEREENNE
R B - BB ik

1 3EHE

ARSCPFILE 188 A8 3 OS5 S W L SUOULPA L JEFJE 5 U MR ) R8s 2 A4 09 v 0 OHE I L 2 b O
I CL 5 1 7k B e 0 ) ) AR R R € 3 — e IR B D O U

A SCHFIE HI T A8 A E S LUOIUIA I B TR 5D A& 25 2 b O 0 Ml L C be i Al 2 —
o7 HE 10 ke T O U
2 MIeMEsS| A

30 S AR PN 2 A S AR B R TR AR SO AN TT D G Ak . Hr L H RS 51 S LAY
% H I B RRAS 18 F AR SCOF 5 R VE H I 51 SCF, 08 AR CRLES BT A3 5946 ol 200 i P AR Se
GB/T 6682  43Hr 5L 50 2 H 7K ALK Fla 56 J7 ¥

3 ARBEBMEX
AR EEA T BT E W ARE FE L,
4 |

R R B B Y 2 ) 22 T A T T N AR BN D R i SE 28 SN B BB, W S0 I P AR L JINACIE 2 e
LR LT e AT W1 = AR AR R e A IR 1) 2= 5 W 2 1 s 3 e i R A 8 AR R0 2 TR e T A [ A A
CHEAT A SR (0 30— TR T i (SN0 A2 26 T D TR 9 AR 16 7 it

S WFSHH

DA BT B30 R AR 300 3 B A0 351 43 A 4l 550 5 K R A5 A GB/T 6682 BLAE I — 2K
X F
M (CH, CND .« {83 4,
A (NaOHD .
EEkE(CiHy,
R W5 (CH,COOC, Hy)
L% (CH,COONH,),
Z % (CH;COOH),
BRER4H (Na, CO,)
-] 7 W T T2 it / 5 JE A7 R TG 8% ( B-glucuronidase/arylsulfatase) : 3~ % B 1 AR BfF4. 5 U/mL,
T ILERER RS 14 U/mL, 80A 4% .
5.2 BEHEH
5.2.1 ZPREVEW (0. 02 mol/L) : FREL LR EE 1. 54 g, il/K %5 800 mL & f# . FH ZBRIH pH & 5. 2, /mk
£ 1000 mL.IE4],
5.2.2 10 YRk FR4MZ W  BUBR R 4M 50 g, 7K 450 mL fdf H 58 42 15 i .
5.2.3 40% B NG 200 mL, J7K % 500 mL, 4],
5.2.4 ZFROMEE+HIECKE(15: 85) . M 75 mL ZFR L MR IEC %% 425 mL,IRAT,
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1
1
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1
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5.2.5 ZBRHEE+IECKE(30 £ 70) . B 150 mL Z PR £ 1E . 1E & %% 350 mL,iR%2].
5.3 #RES

O W HE B L O Be M B . O 0 MEBD . O BE B3 -Ds L O Be EB-D, A1 M MEBY-Ds , & B3 =95%, UL Fff
A,
54 IREBRWEE
5.4 1 FRUERE A I IR S 2 25 W0 45 A v Bl 35 o R 2 T3 808043 10 me) KE % FRE , FH S I s i 0F
MBEAT 100 mL AZ AT, GRS HIE S N 100 pg/mL BIFRMEME A . — 18 C LI PR TE A7 2%
12404,
5.4.2 [AIfLZ AR E &I B R @ 25 25 W0 45 AL 28 AR AR I ol 1 R Y TA RN ST 1 me) HE %R
JE OBV IR B2 45 F 10 mL A €0 25 50, e i) BUVR B2 398 100 pg/mL 1Y [ 38 PN A fifh 45 W
—18 CLITFRAF . AR 12 1A .
5.4.3 IRAGARMEAG A W 4 ) 0 RS O 0 ME B L O e M B RN O 0 O R AR MEAE S TR 45 0.5 mL F
10 mLAF O BI, FH CEMRE Z 20 5, B R EE R 5. 0 pg/mL IR A AR ERE & . — 18 ‘CLLFERAF,
R 12 A
5. 4.4 RA WERE AR - 53 I HERR A% HUC A6 B 19D, L C BeHERR-D, AT S MEM-Ds FRifE A% 25 M 40. 5 mL
T 10 mL FE G R B B R 2 205 Be il Ok BE R 5. 0 g/ mL MR G AR &R . —18 CLU T IRAE,
AR 12 1 H
5.4.5 RAWARTAER B BUR A NFRE & 0. 2 mL F 10 mL B KB b, H IR B E 25
W & AR EE R 100 pg/L. BLHIBLRC .,
5.4.6 REGIRUE TAEW : o R BUR & br A & W TR & AR TAEWGE &, 40 260 G ¥ W g vk 2
H 1.0 pg/L 2.0 pg/L.5.0 pg/L.20 pg/L.50 pg/L F1 200 pg/L R IVbRUE TAEE WL, B —br i TAE%
WA NARRIE I R 10 pe/L. BLRHBLEL .
55 ##
5.5, 1 FEE A AEBUNE 500 mg/3 mL,BUHI S,
5.5.2  EF kit U AR G AR UE B . Je e M L FLAR 0. 22 pm, SPEBEAH 24 .

6 MEMiEE

VOOAH €2 335 B IR T A . T LB 55 B U
A3 BT K- %R 0,000 01 g #10.01 g,
ARAL .

(ERITEST7E 18

[P R 2 T

B0 RNE R 04,50 mL,
BLOHL:9 000 r/min 8L L) |,

pH it.

T TE TR A 75 .

< I~ B < R < R < PR < PR PR I o Y
© © N o U~ W N =

~

HENHESRE

7.1 RS &
WP 5k S R R ) 2 1 A 2 L R R
O e wl g v 19 2 1 AR IR A 12
WO R o v R S A s L B R IR A A
a) B EUE B AR AL 1 O IR 5
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b) BRI B A AR AR A R

o MBS B A IR S TSI B R A AR TV U AR O A S IR
7.2 RAEHRE

—18 C LA FRAF .

8 METR

8.1 #&E
8. 1.1 HLE . FFRE.BHE.BE 9

FREGAEH(5+0.05) g F 50 mL B 04 W I AR & AR TAEW 100 LR G 15 s, il LR
W10 mL B3 2 I R T/ 57 BL 6 R R W 50 pLL IR BE 1 min, (37 £ 1) CHRZF MM 12 h, 5 L
9 000 r/minB .0 2 min, INERBIR . R FEAERBE P IMA ZNE 10 mL, i® € 1 min, 6 000 r/min & .0
2 min, WANEZ FRIE A CNE 10 mL, 552 $2H, & 1 3 UK .

8.1.2 HEHA

FREGR KL (540. 05) g, ERAINATR S WA TAEMR 100 pLJRA 15 s. A IEE %E 15 mL, i# i€ 1 min,
FHMAZKE 10 mL J5##E 1 min.6 000 r/min B 2 min. WAEFE - HEMTHEIMA LK 10 mL, EE A
BLAHOHEZ .50 CRAW T, A 2R EIE W 10 ml . B-H % B 5% B2 Al / 95 2 5 R MG B 50 pL, 1 e
1 min, (371D CHRGEHA 12 h, ] /EL IR 8. 1. 1 AR 5 Ab 2L B8
8.2 &k

FEER P MAIEC%E 8 mL ML LM 2 mL,#WJE 1 min.6 000 r/min .0 2 min, B [E] 152,
50 CHAMET . HLMHE 10 mL FEMIRE B E 50 mL B0 NA 10 R ENAE R 2 mL. iR iER
4 1 min, A 6 000 r/min .0 2 min, 52 FEKM, FMA 10NBRNER 2 mL, BEEZ L@ LREK
M R 2 10 mL i, 50 CHRART.

MR+ ECHE (15 = 85K 2 mL W sk R 2O MKINIECHE 5 mL. LR LR 5 mL
ATl Ab B A Rk AR L AR A O AR S R IR © %8 5 mL Pk 3 IE CObe R R I AE L 2R
CPE+HIECHE(30 = TO W 5 mL VEME, WA BEI WL , 50 C AR T, ] 4020 LW 1. 0 mL # AR 5% i
T HETR T 0. 22 pom T8 R 8, AV AH €20 3% — B I U 335 0
8.3 EJRICEHFREMZENG =

Hezs FRRHR L 8.1 F 8. 2 Ab 3,50 “CARIB A M T, AR & bR TAEW 1. 0 mL ¥ fift 5% i
i 0.22 pm JEREL AR AR E S N 10 pg/L A9 1.0 pg/L.2.0 pg/L.5.0 pg/L.20 pg/L.50 pg/L i
200 ug/LE’J/@ﬂJﬁEﬁlfﬁﬁaﬁ‘@ﬂ/ﬁ%Y& At AR G 3 AR B T U A . DA RE R R 0 TR AR
5 T U TR FELI LU (B R G\ A b s T I VA B A A A A, 22 o) R T D R A vt 2. K Il A Oy R R A G
REL
8.4 MmE
8.4.1 mHEBESEEH

a) (A3 C R (100 mm X 2.1 mm, 1.7 pm), BH 243 ;

b) GBI A RK B R OB R R RR L 1

¢) V0.3 mL/min;

) HEHE:35 C

e) MR .10 pl,

x1 HEXRBRER

FRF (] A B
min % %

0 70 30
1.0 70 30
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F1 (=D
i ] A B
min % %
2.5 60 40
4.5 60 40
5.0 10 90
6.0 10 90
6.1 70 30
7.5 70 30

8.4.2 RiLSEEHG
a) U LRSS T
b) TR R R
o) il Iy . 2 O I (MRMD
D EMEHRE:2.5kV;
e) RFBHFHE:0.5V;
D BEFEIRE: 150 C;
g) MR EE :600 °C s
h)  HEALA W 50 L/h;
D BRI E 1 000 L/h;
D AEHEER 650 V;
k) THRES WS
D PR X e X LA R IR R e S LR 2.
*®2 EHBFH . EEFEFX HILBEMAUERES EZE

N FEVER 5T FE B X HE L LR Tilf 48 R 12
2 R
m/z m/z A4 eV
! 267.1>237. 1 24
C M M 13 267.1>222. 2 40 )
267.1>>222. 2 35
269. 2>134. 1 14
% e M 269.1>134. 1 34
269.2>119. 1 36
265.0>>93. 0 26
T M Ty 265.0>93.0 40
g 265.0>>249. 1 24
. S I - Dy 275.2>>228. 2 275.2>>228. 2 40 35
. e i - D, 273.1>136. 2 273.1>>136. 2 34 18
O s M 3 - Dy 271.0>>95.0 271.0>>95.0 40 24

8.4.3 MEX
8.4.3.1 FEMME

TE TRV RE IR A PE TR AORh I I 0 1 00 4 Tt ) 4% B I 18] 5 K 5 D9 b 90 (8 BRI T ) L {5 b o 3 v 75
49 5 11 £ B8 B[] 5 A 1 PR b ) O B s T) 18 B AR R e 22 7E 1. 026 LA 5 EL ARSI 21 19 25 - 1) A X =5 B2

2 5 Y TR AR 4 Y S5 DG T5C s 9 A R RS R B — B AR VR I 25 O 24000 .

8.4.3.2 TEEMNE

SRR T80 R 6 I WC s v A 98 9 AR 5 i 2 R L AR R T B R T D IR v T AR O T S
REVE W b 245 W) 04 R0 AT B Joi (5 33 e i v AR 0 A A RS A I A A P RN . TR B AR G- B AR

o PSR IR €03 B D 22 0 I CMIRIVD) (2 335 ] DL 5% B

8.5 =HIKE

WS FURE L BRASINZ5 W 81, R 1 58 A A [R) B9 R A 20 BRE AT P AT 44 .
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ZERITHEMRR

TR Hh 1R I 25 ) 1 3% B e b o i R B 2R (DT
A, XA . XC, XC,\. XV

X A XA X xXm

SV

X — MR TR AR R Y ik B B S R T (pe/ke) 5

Ay —URHR R K L0 28 25 Wy 11 g v

A FE TV BC R eI W P 0K SR 25 W) N A 1 0 T AR

C. — SR VE B AR M W Hh 28 0 28 25 Wy o A0 ML, B e B T (g /L)
Coo —BURHA B 28 LRI 25 W N Bn vl I (9 UM B2 8 ol e B T (g / L) 5

Vo E A RRBAE , AL Z T (mL)

Ao —UBHE R R 28 LI 2R 25 A B 1 e T AR

A R UC BE B I U P R L 2 2 W 1) W T A

C'ro—FE BT VE AR VR T — K MR 2 25 ) P4 o e BE 1) B8 S S e B T (g /1) 5
URH B 1 R fE L B 7 () o

O E T 45 SR O R X 2 A SR 2

m

RN ENRGE EHENRBEE
1 REE

- (D

ATFEARSE A E GG ULIA L IE B AR D7) A& R AR b AR BR A 0. 50 pg/kg. oE BEBR
1.0 pg/ke,

2 EWME
ARTTBEAE 1 pg/kg~50 pg/kg B B KF- 1 [Tk 8096 ~120%
3 BEE

AR5 1% I Atk PR R XS o o O 22 << 15 V%6 I [va] AF XA o Al 25 <20 20 .
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xR A
(FHHE)

TRZHBEEYHRRLER.SFR.CASS

TR P ISR TR CAS S ILER AL,
TAN ZEZHEEAYHPELZR ALESFR.CASS

w3 B P € (i SN CAS &
C 4 M 1 Diethylstibestrol Cis Hy O, 6898-97-1
2 Jot M Hexestrol Cis Ha, O 84-16-2
0 o Ty Dienestrol Cis Hi5 O, 84-17-3
C 4 13- Dy Diethylstibestrol-ds Cis Hi Dy O, 91318-10-4
O B M 3 -D, Hexestrol-d, Cis His D, O, 1189950-25-1
2 . M - D; Dienestrol-ds CsHpiDs O, 91297-99-3
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Mt & B
(FRE)

FRRMERBHERE SHERIE S R EN(MRM) &% E

- A USR03 — e IB 5 3 22 S M (MIRVD (535 P UL T B. 1,

B B.1 FRFMERGRMRKE 0 ug/kg, HARFMKE 2.0 pg/kg)
iR tE i - 5 BX BIE & I B 5 (MRM) &% E




