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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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RmREEERRE
HERMP R CHELXAYMEBENNE
18 B - R B BUE R

1 &R

ARICHFRLRE T 38 2F G RS 55 l  4L
S i i 2 B A Y
AEXMERTH A F IHE j i O C bR e —
H e 5 Bk A 0

2 HEMES| A

FHL A 3 S Vi, A Pl s . RO 101193 S 1 1
2 H AR 1 9 g B L 7 P )3 T AR SO

BREL TS 17 ) 0 5 2 L 2 v 0 TR L o i

IMAIEC BEFn
ek JEC A T AH A

5 WFEHH

PR B Y
1 RF

1.1 Zh§(CH;C
1.2 SHA1kHI(NaC
1.3 ECkCGHL,

1.4 Z§ZE(CH,COOC,
1.5 Z@#% (CH;COONH,).
1.6

1.7

. 18

Z. i (CH;COOH) .

R4l (Na, CO,) .

3-7l) 2 R Rl / 55 S 07 R TG Bl ( B-glucuronidase/arylsulfatase) : B-7] % i 11 BRA4. 5 U/mL,
FF R ERERG 14 U/mL, (M 24 %,

5.2 BEWHELH

5.2.1 ZBEREAR 0. 02 mol/L) . FREXZ®a%% 1. 54 g, K2 800 mL ¥ #%, FI ZBRIEHT pH £ 5. 2. ik
% 1000 mL,iR5.

5.2.2 10V ERENTE I U EREN 50 g, oK 450 mL {fH5E 7 i

5.2.3 40%ZMEHW IZ S 200 mL. A7k & 500 mL.iE4].

5.2.4 ZRZES+IEC (15 85) . B 75 mL ZBERZBR . IES %% 425 mL, iR,

ool oo oo oo
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5.2.5 ZBEZEs+IEC (30 : 70) . 150 mL ZBEE Z.BE. IES %% 350 mL,iB5.
5.3 HFESR

SR DR C S HERY . C M MEEN-Ds . C B MER-D, A2 A MER-Ds, S EB=>95%, 1
Fi3RA.
5.4 RAEBEMHE
5.4.1 FRAUEGEEI . R EZHEGY B IRHERER HY TAH MBS 10 me) EERE A ZIBERH
MBREAT 100 mL bR, FUH MK Y H 100 pg/mL MIRHEMEB. —18 CLATRAE, B
1240R.
5.4.2 FMZENREER R EZBRAYERMEARTEREEEYTARBRS 1 me) HHER
EAZIEERAREEAT 10 mL AR, BARKEH N 100 pg/mL # R 60 2 PR &8
—18 CATHRFF.- BESUH 121A .
5.4.3 BANEHESR:- ANERBRCHEER. CREBMNC Z/HBEMIRERSZBKSE 0.5 mL F
10 mIAR AR, AZERBEZIE, BHRIEY 5. 0 pg/mL RIREIFEMER. —18 CLUITRAE,
ARE1214A.
5.4.4 BAVIFESE - AERBBRCAER-D; . CAM-D, D ZHMHER-Ds FRrEMHESBE0.5 mL
F 10 mL i EARE, AR BREZE, B RIEER 5.0 pg/mL MIBAARESR. —18 CLUTRFAF,
AR 121A.
5.4.5 RAPRIIER: ERBIIESHIRHEE 0.2 mL T 10 mLiF6 KSR+ AZHEHRBEZAE.
ZIBR P& NRIRE A 100 pg/L, BLAZLEC.
5.4.6 BEFHELER ERBBURAHEESE. BENERIEBRER. A 0% LB BRMBRKE
# 1.0 pg/L.2.0 pg/L.5.0 ug/L.20.0 pg/L.50.0 pg/L 1 200. 0 pg/L A RFIRHE TYEVEW B — IRk
TRBBRE&ARKRERD 10 pg/L. BABLA.
55 w8
5.5.1 EEBCEIFAZER/IME 500 mg/3 mL, BAHEE .
5.5.2 43kt ukas GERRIEED R BH B, L1 0. 22 pm, S HEREAE 293 .

6 {uFEhigsk

6.1 WAHEIE RS REMEE TR,
6.2 A3HFRIE. & 0.000 01 g #10.01 g,
6.3 ZMAX.

6.4 fEEBIRSLE.

6.5 BEtHFEIEE.

6.6 LB REBEMNELE,50 mL,
6.7 B.0HL:9 000 r/min 8{LL L,

6.8 pHit.

6.9 RERAR.

7 RENHESRE

7.1 weEmsl&
BT B 8¢ B v Y S B AR AR R R
BT i B R R = B BUIA A 35, IR & 5.
BEEHSHERNsaREA8E, 2R RAHS.
a)  IYgBUR A B R AR R 5
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by B G0 %E BRE S AR R Es e

o) WCEITJE S EVRE Y o RN P B AT ME TR L VR R s ke
1.2 RENRE

—18 CLA FIR7E.
8 MESHER

8.1 EE
8. 1.1 APy BFAE.SAE G 410

PR R (540, 05) g, F 50 m
10 mL 3774 1l 7% AR /07
9 000 r/minEZL> 2 min, U4
2 min, RN Z . 5% 1

YEW 100 pL B A 15 s, N Z e # i
) CIRG R 12 h. MRS L

8.1.2 PBEHA
FRIBGARL (54 ¢ k15 mL,JAjE 1 min.
FMAZNE 10 n 5 10 mL, T & #£

B EIFCER
1 min, (37%1
8.2 %k

B
50 CHMW®=E
A1 min, A
CTA TR P S

M Ik G SR i e ES kel | 5 26 5 mL i

i AfF 50 pL. i E

HhiE] Z 52,
2 mL, iR ER
Riorig I b

P F4lT 4k 2 1 it i v Eli D T 2
ZHE+TEE ke G 70 T e el ey B, 1 VIO T VTS
RIER 2. 0. 2

8.3 ERILE
Iiess EsCR L. O mL #Ffif 5k i .

200. 0 pg/ LAY 72 1) 5 TG 7 ME i 1t hiaa e S ik B ok 0 T AR5 N A
v - X g LR Y LR N N g1t el 2R, R fE] 0y AR
8.4 Wz
8.4.1 WHEBIESELY
a) A C @I FE (100 mm X 2. 1 mm, 1. 7 pm) 55424 %
b) B A KB AZIE B VR R MR 1
¢) k.0, 3 mL/min;
d) 35 °C;
) HERERE.10 uL.
F1 HEERRER

11 il A B
min ¥ %
0 70 | 30
1.0 70 'j 30
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1D
st i) A B
min % %
2.5 60 40
1.5 60 40
5.0 10 90
6.0 10 90
6.1 70 30
7.5 70 30

8.4.2 Ri%SEHH
a) BFHR.BHMEEFRE;
by HA#HFN: AEAEN;
o KFR: ZRAER(MRM);
d EHEHRE:2.5kV;
e) RF#EGEHE:0.5V;
D BFIRER:150 C;
g) JERSEEE:600 °C;
h) HEFLSPEH 50 L/h;
) BEFRISWE:1 000 L/h;
P AR E 650 V;
k) —“HREES.EX;
D ElEF EEET . ELEEMREERSEHELE 2.

#®2 EMEFH.ERFEF EABERUEERSSE

] g it LR oz
R~ EHERFX ERETF 313
m/z m/z Vv eV
267.1>>237.1 —24
& . . 4
TR B 267. 15222 2 267.1>>222.2 0 35
269. 2>>134.1 —14
SRR 269. 7119. 1 269.2>134.1 34 —36
_ 265. 0>>93. 0 —26
o ZRaEm 265, 0249, 1 265.0>>93.0 40 24
CAEE-Ds 275.2>>228.2 275. 2>>228. 2 40 —35
i ®-D, 273.1>>136. 2 273.1>>136. 2 34 —18
. HER-Ds 271.0>>95.0 271.0>>95. 0 40 —24
8.4.3 MEX
8.4.3.1 BH¥RE

FERBE IR AR AT » BORHE I P 00 4 R £ B8 1] 5 4 B PO AR 0 R B B 1] 9 LA S ARME VR IR F
T R R B e 1) 5 4 O P AR A O B T ) EE AR M ZE 7E 1. 006 LA P 5 ELASH YU 2] 0 85 B9 AR X 3 BE o
2 59 BEAH 24 OB R DT RO bR AR WA RS R B — B0 HAFRE R £40%.
8.4.3.2 ERWE

BRI AS A YA 2 R UG AR ARV B R R B RUBHEE , AR TR . R L A M AR IR
FEVE VR B AR Y B4 B B B i AR DL A AR I R R Y . 7 DR - B AR
T+ 3 PO G VRO €538 - 8 TR B i 2 SR M9 (MIRMD) 8,385 8 L A 5 B,
8.5 =aikK

Wz iR BRI 451, R A 52 2 R B RIE S BT FITHE.

4
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9 ZRItEMRR

BRI R BB REAAEmAKR AR (DI,
_A XA WWXC,XCiy XV

X A XA KO s D)
S o
X — AR TR KR BB, S0 O ST 5 (ue/ke) 5
A, —iERE B P 2R R R T AR 5
A’ R TRVCEARES R R IR K Y AR RIS T A
C. —BRICECTRMEIS W P 3R 22U vk BE O BE B N B T (/) 5
Cio —— BRI P 2R Z IR B9 AR BE AR, B 0 OR 8 T (pg/ L) 5
V —EAERAEE, B N ZEF (mL);
Ai — BRHE R P Z R IR AP AR A TR
A, —BRICEARMER M D 3 Z A K25 R0 mE AR ;
C iR R EAREE W T =3 Z IR 25 9 AR BE OB, 00 I B T g/ 1) 5

m —iR R A EE, BT ().
SRR R E AR 2 Rk,

10 #i77&e R EREMBEE

10. 1 R&er
AIF R A4 R YA LU JFFRE B ERIIR D B B &P R R 0. 50 pg/kg, EHIR
1.0 pg/kg.

10.2 EmE
AFHIETE 1 pg/kg~50 pg/kg BN F EEFIBE R 80%~120%,
10.3 #H®E

AT R AR R HE AR 22 <15 20 ML AR R AR HE IR <20 %6,
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W R A
(FRME)
ZEZHEEMH PRI B UESGFR.CASS

ZERZRAEEY M PEXLR AESFTAM CASSAR A 1.
RAN ZEZHEBUHRRLERMFESFR.CAST

LB HEXEH S F CAS &
2R Diethylstibestrol Cis Hz O: 6898-97-1
S heHERR Hexestrol CigHz O 84-16-2
o iRRER Dienestrol CisHis O, 84-17-3
R MERR-Ds Dicthylstibestrol-ds CisHi: D O, 91318-10-4
S EMER-D, Hexestrol-d, Cis His D, O; 1189950-25-1
o R -Ds Dienestrol-ds CHie Ds O; 91297-99-3




FARIERBEGE-SBEES RS (MRM) &8

M = B
(BEHHE)

F RAS IR RO € - 2R BB B £ SR WA (MIRMD 2 R LY B. 1,

%
100

%
100

%
100

%
100

%
100
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R SRR -Ds MRM of 9 Channels ES-
428 NHREHSHER-D, 275.25228 2(des-Dy)
s 1.32¢5
2 I 2 L 1 1 ]\_ z 1 1 H
{, min
2.00 3.00 400 5.00 6.00 7.00
MRM of 9 Channels ES-
iy 4.40 273.1>136.2(nes-Dy)
B D, I\ 3.00e5
P Y A 1 I e A eadhenddend b 1 ’, M
2.00 3.00 4.00 5.00 6.00 7.00 e
458 MRM of 9 Channels ES-
_ . 271595(dis—Ds)
& RS -Ds [K 1.50e5
2 4 2 Il '} 1 2 e Il I t, min
2.00 3.00 4.00 5.00 6.00 7.00
441 MRM of 9 Channels ES~
y 269.2>134.1(nes)
C4eRER K 1.20e5
L e I 2 rs I I I l, M
2.00 3.00 4.00 5.00 6.00 7.00 m
441 MRM of 9 Channels ES-
o 269.2>119.1(nes)
B G J\ 1.495
3 g ' 1 4 1 2 94 { 'y .
2.00 3.00 4.00 5.00 6.00 7.00 mn
430 WOt e MR 0£697(.:1h :;;;l ;(Ei_)
Bk By f\\ 5.‘3\1 4.58¢4
a b e s 'S [y s A P Y 'l l, M
2.00 3.00 4.00 5.00 6.00 7.00 i
430 . MRM of 9 Channels ES~
3 JERC O A 267.15222.2(des)
R AE M }\ 531 5.75¢4
2 n 4 N 3 34 o Y I 4 ¢, min
2.00 3.00 4.00 5.00 6.00 7.00
MRM of 9 Channels ES-
441 265>249.1(dis)
G R {\ 2.24e4
2.00 3.00 200 500 6.00 700 b min
a4 MRM of 9 Channels ES—-
_ o 265>93(dis)
B R A 1.33¢5
2 2 s 1 4 '\ 4 4 1 t, min
200 3.00 4.00 5.00 6.00 7.00
B. 1 EPRERMEESRGRIKRE 1.0 po/kg, BARE MR E 2.0 ug/kg)

M & - BRI & KA T (MRM) &5 E
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B E R L ORR A R
(EFETHHREFEE 18 584
(MB B4t . 100125 R4k . www. ccap. com. cn)
b3 EP R 4 BT A BR BE4E 20 R ER AR
PR RITIR AT SHieiiEas
* * *

F4 880mmX1230mm 1/16 Epik 0. 75 815 T+
20254E 8 A% 1R 2025 4F 8 AJLEI% 1 WENR
5. 16109 » 10312
EHr: 24.00 T

BiEE \NeR
ZIFHBIE: (010) 59194261
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