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National food safety standards—

Determination of stilbenes residues in animal—derived foods by

| iquid chromatography—tandem mass spectrometry method
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5.1 5
51.1 ZJiF (CHiCN) : faifhaf,
5.1.2 &AM (NaOH) .
5.1.3 IECE (CeHi) o
5.1.4 ZFRZWE (CH;COOCoHs)



5.1.5 Z% (CH;COONHs) .
5.1.6 Zf& (CH3;COOH) .
5.1.7 BRIREN (Na,CO3) »

5.1.8 B-Fi% VERE BRI/ 5 AR EREENE (B-glucuronidase/arylsulfatase) : B-Fi 4 Bl i ER il
4.5U/mL, J73EGRIRERNE 14U/mL.

5.2 RIRHIECH]

5.2.1 CLREGHAI (0.02mol/L): MR 1.54 g, M/KEMEFHMRESR 800 mL 4y, 1
Y pH 2 5.2, WMFER 1000 mL, 5.

5.2.2 10%BRIRINET: BUBKIREN 50 g, 7K 450 mL {8 3L 58 4 4 fifk
5.2.3 40%ZMEEW: BUZME 200 mL, JH/KEAZE 500 mL, YA,
5.2.4 ZFRZPE+IECKE (15: 85): HL75mL LR ZFE. 1ECKE425mL, W%,
5.2.5 ZMRZLBR+IECKE (30: 70): HLU 150 mL Z R ZBE 1E 2t 350 mL, 2.

5.3 frEEm

CRMERY . Okl . MR . O -Ds. S EelER-Dy Al & G MERY-De, &
BE1=95%, W A.

5.4 FoEAREEIE

5.4.1 FRAEMEREIR: B 0K O WIRRIE T % 10 mg, FEEME, 205)F 100 mL Bt &
W, HOKEERARRBEEZIE, H R E A 100 ug/mL Eﬁm/ﬁﬁ%%@o 18 CIRAE, AR
M1241MH.

5.4.2 RUIZEAFREE®R: WK OERGPIRNL R NSRS % 1.0 mg, FEERRE, o
BT 10 mL Bt i, F PGB AR 2205, HIRGRELN 100 ug/mL FIFRAERE & .
18 CIRAE, BRAW 12 41MH

5.4.3 BEFEEZR (5.0 ug/ml) : HAHERBICEMER . SRR A S — &M br
WM 2% 0.5 mLs T 10 mL A0 &, HEMBEZE . -18°CIHRAE, A% 12 1MH.

5.4.4 EERFRERR (5.0 ug/mL) : 43 HEFE I G ERY-Dsy  CUGEHERD-Da A 2 )
MERY-De FRUEAE TR 0.5 mL, T 10 mL KRt &Eif, FHAEMBEEZIE. -18CHRAE, AR
W12 1MH.

5.4.5 BERGIIER: HEHEIURES NIRERK 02 mL T 10 mL k&Y, H N
BR2ZE. ZIERPSNPRIRE N 100 ug/L. BHAIE .

5.4.6 SBREFRETIER: WHBBUE S ERE S IBE NI TEBREE, ﬁﬁ40%aﬁmﬁ
ARG E A 1.04 2.04 5.0. 204 50 F1 200 ug/L 1 R FARE TAEER, B — b TAEH
WS B PRI BEY N 10 ug/L. BRI .



5.5

5.5.1 HERZEIAHZEEUME: 500 mg, 3mL, A4

5.5.2 Pkl yEss CEARGERD . Je kM, FL720.22 um, BPERER 2E .
6 NEBFKE

6.1 RIHBIEREKBRIEN : FrEmS R TIE.
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6.5 EHHZERRE.

6.6 BiLE: RNKEREOE, 50mL.
6.7 Bl l: 6000 r/min B DL

6.8 pHit.
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WU S B VR [ 2 BRI 0, TR A

B e e A R 0 LG i, R RIR G

—— B R AR, AR

——W PR A B, VR B R

——HU TG 17 AURES, TR IE BIR EE AR AR, AR N7 Bds stk .
7.2 ARERE

-18°C LA N RAF

8 MELSE
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8.1.1 BLE. FPRE. BBE. BFE. 49

BUARES ¢ OREHIZ220.05 g0, T 50 mLE 0V, #EFIMARA WS TAEWR100 L, JBA
158, MNCTRELVEI10 mL B-7 %) WE T BR g/ 75 B BRIE MG 50 wL, #ilE1 min, 37°C £1°CHg
VilEf12 he BEMR S LL6000 r/min .02 min, WEETRHUK, SRJETEFREF A 210 mL,
€l min, 6000 r/minES.02 min, MAFE, REFMAZKEI0mL, HERI, &IFHEH
o

8.1.2 PBERH

BUAMES g ORI 22+0.05 g0, #EBII IR S AR TAEM100 uL, A 158 MAIECLELS
mL, &€l min, FEIIAZFE10 mL/5iRIE] min, 6000 r/min& 02 min, BVAEZE, Ko
BIMANZKE1I0mL, EEXER, 5K, SOCERSIRT, MNCEEER 10 mL, p-F
R BE RS R A 75 SE AR RSB S0 1L, I HE1 min, 37°C + 1'CIRVGEHR12 hy )5 S 1E P BFS 1.1
R I A D IR

8.2 it

PR R I IE CbE8 mLAI £ /2 Z. 162 mL, 7€l min, 6000 t/min & »2 min, B [H]
LIEE, SOCEMET, MM OBEL0 mLisMikis, B AESO mLEOE, MA10%0 R
P2 mL, FAEE A1 min, BL6000w/min 02 min, FFE TRKH, FHIIA10%ERIRIAVE
W2 mL, EE FRDEREE LR OTEE 210mLIRE, S0CEAWT .

H R OBE+IE ke (15: 85) VAR 2mL WMk, #F %2 ORI IE Ok SmL. &
% 2B 5 mL yE A AR B TS B0RE A b RRA O AE S B IE Ot S mL ki, A &R
COREME, T T, MG CER+E Tkt (30: 70) ¥V S mL Pefbt, WAL, 50°C
AT, FH 40% N5 1.0mL B AR, WHIEES), 0.22 um JERLESE, LM k-
BB V) 5

8.3 | B RILEC AR LA &

B R A28 1 I8 240 3, 50°COKIBE AT )5 70 Al I 1.0 mLiR & R A bR ik T
PR (5.4.6)5 1022 pmEfE, 15 ARSI H10 ug/L [191.04 2.04 5.0+ 20~ 50F1200 ug/L
() RGN EE S UL bR #E AR, BB (o al - sR BT E . DLE &3 RIS TR 5 AR
BTN THIAR R EEAE D AL BR, FRvEEvS VR B A AR, el B s UL e A i 42 o SR Im1YA 77
FEAIAH O R 2L

8.4 ME
8.4.1 RHEBIESELY

a) it Csfiitt ( 100mmX2.1mm, 1.7 um) S04



b) Vs A: UK, B: &M, BREEVEBART WKL
¢) ¥iti#: 0.3 mL/min;
d) Fif: 35°C;
e) HEFEE: 10 uL.
R RENEB BB

I [A] K i

(min) (%) (%)
0 70 30
1.0 70 30
2.5 60 40
4.5 60 40
5.0 10 90
6.0 10 90
6.1 70 30
7.5 70 30

2 RigBEENH

a) BETUR: FBEE BT

b HfiTR: BT M.

o) AR 2RI OMRM) .
d EBAMEHRE: 25KV,

e) RFEHEH: 0.5V,

D B TURIRE: 150 C.

g) BERIZREE: 600 C.

h) HEFLAUHE: 50 L/he.

D BVAEFAE: 1000 L.

j) fEGESHEE: 650 V.
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2R SE M B TXT SE BB XS HEFLH R fill % e &
VAN
(m/z) (m/z) (V) (eV)
267.1>237.1 24
O )7 e 267.1>222.2 40
i MR 267.1>222.2 35
269.2>134.1 14
O e ME 269.1>134.1 34
FeHER: 269.2>119.1 36
X 265.0>93.0 26
[y i 265.0>93.0 40
265.0>249.1 24
CLAMER -Ds 275.2>228.2 275.2>228.2 40 35
CLEMERT -Da 273.1>136.2 273.1>136.2 34 18
O i MERY-De | 271.0>95.0 271.0>95.0 40 24

8. 4.3 MEX

BB U L T UL BCAR AR TR, VR B B R, I RRTE TR, R DL RO AR e I
TR R H AR 25 (AR 1 1 o 2 (o i 0 e T R 2 AR (SO A T R VS T 22 79 o ik
P A 0420 Jo £ D B I 1) 5 R L P e O B B T £ B L S v 0 R AR DO o ) O B ()
5 R R P R R B BT T £ Bl R AR X i 22 7E £2.5% LAY, B BORHA b 0 B 1 AR =R B S
J5R DG PR HE A VR ) S A0S 2 AR B R AR 3 R, U T 40 52 D it Hh A7 £ X I R 45
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*3 EMMNERENEFFEENRARITRE

FAXS PR (%)

RVFRZE! (%)

>50 +20
>20~50 +25
>10~20 +30
<10 +50
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=AY (1)
A isA sC 'ism

e

X—— PR R LIRR AR B &, AN T T (uglkg)s
Co—— IR 2R LIRRAGMIARRIRE, AT (ug/L);
Co—— X — R SRR, AN BT (ug/L)s
Cis— X BRI — 2K IR WARIRIZ, AN E BT (ug/l);
AR 2K LIRS 25 I W T AR 5

Ais—— BRI 2K LIRSS 25 M) AR X I T AR 5

As——XF B R R CARSR A (T AR 5
AR IR CIRZE 25 A B U TR

V——E B, AN (ml)

m—— B R, AT (2)
THEEAE RANER A B, W S5 R APATIE AP I ERR, RE =LA . O

ey 45 SR TSR A B P A A iR 2 A

10 HWMFENREE. EREMFEE

10.1 RHE

RIFFAEAE . B AL (VAL HE. BIERIIEDT D XS ERI A b A I R Sy
0.50 pg/kg, & B 1.0 pg/ke.

10.2 EME

ATTIEAE 1~50 ng/kg ISR FE KT LB RIECR N 80%~120% .

10.3 ¥EEE

ATV A X AR AR 22 <15 %, S IE A AR HE R 22 <20 %.



bt = A
(FERHE
TR OIHIRAMM TR T CAST

TR OIHRMIM LR T IRFICAS S ILERAL,

KA ZROHEAMN IR T CASS

HEY LR 7 CAS%
T HER diethylstibestrol C1sH200> 6898-97-1
e MR hexestrol CisH202 84-16-2
O IR dienestrol CisHi50> 84-17-3
O R -Dg diethylstibestrol-ds CisH12Ds02 91318-10-4
e MER-Dy hexestrol-ds CisHi1sD402 1189950-25-1
O MM -De dienestrol-ds CigH12D602 91297-99-3




Mt % B
(R
2 IS IR T BORE €8 3 BR BB U %2 s 87 A I (MR M) 4% [
2 RIS IORE SRR €0 BB I T 0 22 87 W (MR M) 2335 1] L KB 1

i, 475 i F-D8 MRM of 8 Channels ES-

100 5 ‘l‘ 275.2 » 228.2 (des-D8)
a% JRA G HE-DS ——>J\ s 13269
o] A

2.00 3.00 .00 .00 5.00 .00
MRMN Of 9 Channels ES-
440 273.1 > 136.2 (hes-D4)

100 . 3.00es
= CUbEitER-D4
o T 1 T 1 T 1 T 1 T T T 1

2.00 3.00D 4.00 5.00 G.00D T.00D

MRER Of 9 Channels ES-

458 271 > 95 (dis-D&)
m:% O EIEER-D6 J\ 1.50e5
o T 1 T 1 1 1 T 1 T T T T
2.00 3.00 4.00 5.00 5.00 7.00
MRM Of 9 Channels ES-
100 441 2652 = 134 1 (hes)
a% St h LEUER
o T T T T T T T T T T T T
2.00 3.00 4.00 5.00 6.00 7.00
MRM of 9 Channels ES-
100 441 269.2 > 119.1 (hes)
Eﬁ:i Uk Jf\ 1.49es5
o T T T T T T T T T T T T
2.00 3.00 4.00 5.00 5.00 7.00
X MRM Of 9 Channels ES-
J6 430 I‘lﬁfﬁ%“ﬁéﬂfﬁr% 267.1 = 257 1 (des)
. X 4.58e4
a% R AR _>)\& 531
o S
' " r y " r r r t T r "
2.00 3.on0 4.00 5.00 5.00 7.00
__ MRM of 3 Channels ES-
- 4.30 J”Jﬁ\ﬁ?m‘wm 2671 » 237 .1 (des)
. 57584
a% A B —> )\k o
o s
; r T y T r r . 7 T ; r
2.00 3.00 4.00 5.00 5.00 7.00
MRM Of @ Channels ES-
4.41 265 > 249 1 (dis)
100 o 2.24e4
= O My
G T T T T T T T * T T T T T
2.00 3.00 4.00 5.00 5.00 7.00
MRM Of 9 Channels ES-
SEii 443 265 » 249 1 (dis)
I 1.33e5
a% S
o T T T T T T T T T T T T Time
2.00 3.00 4.00 5.00 &.00 7.00

KIB.1  ERNINEE i AR BE1.0 pg/kg, PIFRESINIRIE2.0 ng/kg) WAH (il B E i i MR M
it




