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National food safety standard—

Determination of estrogen residues in animal derived foods and animal
urine by liquid chromatography—tandem mass spectrometry method
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A SCAFRAE T35 F O S AEV QUL JTPRE RIS ) 3% 2 . /F- W% . 3 5 5 DRFI 21 DR vl e 8 6
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25 OHfE i HERR | R s i e 1), (A b 95 ) 4% B i (90
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TH S, e R SR ] 7 A S s ] A . N %95 1 31 12
2% FI R A REASS Aft ' - AT LB s/ NG T 4< 31

GB/T 6682

3 REBEFENX

A SAAT
4 pm _
B % B AT ot T AR o 1 1% 10 TS 1)1

1.4 ECKE(CH.,
TAHWEE(CHLCL)
1.6 SfLsi(NaCD
1.7 &% (CH,COONH,),
1.8 4§ (CH;COOH),
1.9 ARG Al /57 AL AR G Al (3-glucuronidase/arylsulfatase) « B-# A BB ER G 4. 5 U/mL. 5 5k
B AR R 14 U/ml.,
5.2 BREKEH
5.2.1  TGUMVBE W R SV BE 70 mL HTAE 30 mL, 4.
5.2.2 WIEL KW U EE 40 mL /K 60 mL.IRA .
5.2.3 ZREEFWC0. 02 mol /L) LA 1. 54 g, MKEEME IR 20 800 mL. 344 pH & 5. 2. K k¢
%1 000 mLL, 84
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5.2.4 1402 LMEHW - HLZ N 200 ml., /K 300 mL,iR%),
5.3 #rifEf

ME I8 L D L RHMETRSE L 17 o B R L L7 T L I L eI L O A B — D, MERH-D,
FRHEREE- 1y (17 o M HE-D, L 1738 —FE-D, pkﬂﬂiﬁvﬁﬂ} Dy . 2 Ge i - Dy A kY- Ds . S =095 %,
DL AL
5.4 FRAEBRBAHIE
S AT B A5 VA IS I 2 AR & IV 26 AR IR A A A5 10 m KSRGS 40 I 2, 5335 it
IR TR 3 100 mL B (L2000 L R BGHR L R 100 pg/mL (ORMERE . —18 “CAA7 . A7 %08] 12
M
0. 4.2 TR BRUESE S UL 2R ERT L IOME = 1550 e R | BROHE I 17 o L 1TR ME EE C MEN L O e
iy B S B bR A 45 4% 5 mL, 100 mL R VAW, JH Z ISR B B 208, — 18 “CLRAF AT %0
12 4~H.
5.4.3 IR PIBRGHAS L 30 A RS HOME — DD, MR-, B EE DD, L 17 ME D, L 17B RS D,
CLAaMER Dy | C e - Dy B M- De bRUERE A4S 5 mLL, T 100 mL K0 2000 1 06 B 5520
. —18 COMFE AT 12401,
5. 4.4 TRA AR TAEM  MERMASIUR S ARG £ 32 0. 2 mL T 10 mL §3 (0250000 JH 2 0655 B 5 %0 i
I 2 AR Sl 100 pg/ L. BUHBLIE .
S AL R A HRUE A - SRS R A AR A Gl A5 R A PR TAEEE 1 1) 10 %0 21 375 WA e I e i
N0 pg/1.2.0 pg/L.5.0 pg/1.20 pg/1.50 pg/L 1 200 pug/L (4 R SVARIME T AR B bRl TAETS
W BRI N 5.0 pg/L, BEHIALEL,
5.5 ##
5.5.1 HLB FAH# HAE : 200 mg/6 mL.si A% .
5.5.2  H{JERAHAEIH: :500 mg/6 mL, slH] 24 &, i T — 5 58 Y BEASE 6 mL §54k,
5.5.3 -3k ik 4% GRITIRBEND) - Je Je b . L% 0. 22 pum SR MEREAN 3.
6 fuEsfnigs
6.1 ROH] (3% P I ST - BT 1 Bl R 25 R 35 0 115
6.2  JFHr ROF @ 0,000 01 g F10.01 g,
6.3 ZlmAL.
6.4 [AHIAHCHE .
6.5 BT PSR LT .50 mL,
6.6 #.LHL:10 000 r/min 5L |-,
6.7 pHit.
6.8 MAEEREGHE.
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8 MELRE

8.1 #E
8. 1.1 Zh¥ELR A9, EPHFNEE

R RE 5 gQfE 22 +0. 05 @) 1 50 mL BLOAY S I ARG AR TAER 50 pl R4 15 s Mo
BREA I 10 mL B A RS R /95 SE R RE TR AR 50 pL. IE 1 min, 36357, 37+ 1) CH&FHAHRE 12 he I
LA R S G ARAN 4 g IRREEE, N2 20 mL, HE 1 min. 10 000 r/min #.L> 5 min. NI
HIZNG 15 mL, T L0, 291 2 YRR, INTE e 10 mL, #3E 1 min, 10 000 r/min #.0 2 min, L
W2 40 “CHMEF U EE 1 mL i 510

8.1.2 #h¥IRE

HGLFE 5. 00 mL |- 50 ml g K fii 1 ﬁ 50 pL AT 15 s,
TN R 10 m B4 ﬁ@ﬁélbﬂ%ﬁg
8.2 #ik

B HLB FEAH A%
WAL 2 mL/mj
A HLB FAH A I
2 mL ?ﬁﬁ%&? [= i
P T8, LA
8.3 #riAEdhk

1.0 pg/
R QD IRH I
HEMh2k R e
8.4 mE
8.4.1 WiHE:

a) (i,

by A -

_ Fé
6o %z. FHL ek b
B i A B 8

FINGIR — 21T 11

" :ﬁ&%}%ﬁ [12%1.0. 22 pm
ﬁ\

L
s 220

It
min A’ _b %

0 20
1.0 20
7.0 45 55
8.0 45 55
8.1 80 20

10 20

¢) Wi 0.4 mL/min;
&) H:k 40 Cy
e)  HEFEE.10 pl,
8.4.2 RitsE&M
a) AT T T
by  Flidr = i
o) il gy 2 - 22 KON Wi (MRMD
&) TAERE 2.5 kV;
e) RF#EREHLIE: 0.5V
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0D BTG 150 °C;

g WAL 600 °C

hy  HEFLACHEHE: 50 L/h;

D BRI 1 100 L/hg

P ATEA . 650 V

k) TR W

D BB ST A SR TRE L o R R 5 0L 2,
®2 EMBFH . EETFEF. HEFLBEMRESES

N PR IR ] R AT ST T MEFLAL R FlEATE 14k
s AR ;

min m/z m/z \Y eV
287.0>>145. 1 34

W = A 283 287.0=>171. 1 60
L 287. 0>171. 1 ’ 32
. 271.0>>145. 1 12

173-# it 5. 49 ' 271. 0>>145. 1 62
271.0>>183. 1 42
271.0>>145. 1 42

17 o i 5. 87 271.0>>145. 1 62
L b 271, 0>183. | ’ ’ 42
X 295.0>>145, 0 34

be gL 6.03 295. 0>>145. 0 54
PR 295. 0>159. 1 ' : * 36
269. 07>145.0 36
e 6.13 ’ 269. 0=>145. 0 16 ’
269. 0=>159. 0 32
267.1>237. 1 24

UL A7 Y 6. 66 267. 1>251. 1 40
i : 267. 1>>251, 1 : 2
269. 0134, 1 36

L o i 6. 87 269. 1>>134. 1 34
G 269. 0>>119. 1 14
265. 0=>93. 0 26

LA 6. 87 265. 0°>93. 0 40
i 265. 07>249. | ” 24
HE /D, 283 290. 1>>173. 1 290. 1>>173. 1 60 34
173-HEEE-D, 5. 46 273.1>>147. 1 273. 1>>147. 1 60 36
17 o i @510, 5. 81 273.1>>147. 1 273. 1>>147. 1 60 36
HfEfs D, 5.99 299, 17147 1 299, 1>>147. 1 52 38
i -1, 6.13 271.0>145.0 271.0>>145.0 50 32
L A S - D 6. 61 275. 2>>259. 1 275. 2>259. 1 40 24
L e S - D 6. 87 273.0>136. 2 273.0>-136. 2 34 18
UL - Dy 7.13 271.0>95. 0 271.0>>95. 0 40 24

8.4.3 MEE

WG A3 s i A A R e A S e A PG 2 R oM e P i LA (P 3 e i L e, g e 334
AR 9 1) (57 28 BRI BEA T Hak o SRR I b R 0 S o 7 257 17 A A AR 2 PR MR TR P R
I SR (4 BSOS TR0 -SRI DA % A TS0 14 L (s o 8 v 10 0 S ) B T 105 AL PN A
FEYINF ] 7% LEAPL O 2 70 20 524 22 0N 5 LR o1 25 2L 20 T RO 8 1 3213 e P 30 A v R 8 A 88 7

B A 2E AN LA 3 U AR D] S S i AR LT RN o b AR 2 S M £
<] LR o5 B

*3 EUHEMIENBEMNBEFFENRTRE

T
HATB T UV D 2
=50 420
20~50 25
10~20 +30
<10 250
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I3 R B3 AS I HE T 2D « 8 AL ) £ I A SR A T 1 7 44
ERiTHEIMERIR

TORH I 2547 1) 5% B A b I 2 slife 20 LD ~ 2 NGO Y
_A; XA'sXCs XCis

( AR A O et (1)
s PE i P R R
XV > 1000
— SV i SR e e R A A S AR A SRR 2
X m > 1000 G
I 3R B
X = X Y eeeeeeeseessreratesesassssassenssssasasans (3)
v
2
X iR M 2 2 W B B S A R B T v (g / k) s rE T (g /L)
C — R T P TR R D 2 e B UL, PP N R BT (g /1)

Cis URHE I [OMECER 225 A e S8 0 80 TS A e B T (g /1)
Cs B M MR 2R A 24 e FEE R B O M e R T (g /10 5

C'is P A A R S 2 PN R R E (R AT S A e B T (/1) 5
A, —BHA W P MECGR S 2 Y I TRT R

Aus —BURRE W P MR 20 N R (R W T A2 5

As bR U R S 2 U T A

Al R P M 2 ) YA R TR A 5

\ E MBI RE o 2T (ml) ¢
m — AR T R, B R v ()
v —TREMA BB, B0 M2 E T (mlL)

10 A EAREE ERENBEE
101 REgRE

ATTEACKE A AL OULE TFIVE B SRR D7) R4 A WERSE D rp g R B R 0.50 pg/kg s

SEHRN 1.0 /e SEPR AN R AR IR BIBR H 0. 50 /Lo BN 1. 0 pug/L,
0.2

ATTEAE 1 pg/kg(1)~5 pg/kg (L) BINH LAY 11 D54k 8026~130%,

10.3 HEE

ATT I P RR R B i i 25215 20 BERIFR AR R 25 <200,
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Mt F A
(ZFRHE)
HELEAYNEXZHR.FFR.CASES

MR 2 Y AR T CAS B Ik AL L,
xA T MRS iR, 573 CAS &

&4 CAS %
H=F 50-27-1
178-ME % 50-28-2
17a W7 57-91-0
AR 57-63-6
i Pl 53-16-7
AR HENR) 6898-97-1
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M F B
(FAHE)
I T SR Z AT TR (1. 0 pg/L) TSR L 254 B AL ZARAE R (5. 0 pg/L)MRM i E

R AL BRI (1. O e/ L) IV ME I8 22 25 25 W I3 AR T TR (5. 0 g/ 1) MRM (7 33% %] UL 1]
-

% 5.99 5:MRM of 3 Channels ES-
100 g r 299.1>147.1(ethinyiestradiol-d4)
3 S'ERJL 2.77e3
1}l TP WP I DRI WP O PP PO WO T TP WL I C B T W] I e W el
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00  tmin
% 5:MRM of 3 Channels ES-
6.03 i :
100 ¢ 295> 145(ethinylestradiol)
- 6.14 634
0 R FEEE FTETE RN TE T Il FUTE ST TS PR TS S /..1“..1..,.|..,.l....l....l..nl..‘“
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 tmin
" 4:MRM of 3 Channels ES-
100 2.81 290.1>173.1 estriol-d3)
t: /\ 4.26€3
0 B e e e e e e e
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00  tmin
u; 4:MRM of 3 Channels ES-
100 283 287>171.1(estriol)
E ]]\/3.02 905
O 1 L il 1 3 SEWEE FWEWE TRV WS CWITH WS R ars Wi WA W AW
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00  tmin
i 3:MRM of 3 Channels ES-
102) 5.45\ 5.81 273.1>147.1(17-alphabeta—estradiol-d2)
E ﬂ \ 6.22¢3
0 o daaaa b a sl 1 1 1 Il L sl aa b aaadlaeaa laa o baaaal 1
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00  t,min
o 3:MRM of 3 Channels ES-
100 ¢ 349, 387 271>145.1(17-alphabeta—estradiol)
- 1.12e3
0 ,..|....r.,.,l....l.u.l..uﬁ'ﬁﬁl MI--“I. Yl PR NTET TS FWEEY PRl ST
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00  tmin
5 2:MRM of 3 Channels ES-
100 ¢ 6.13 2715 145(estrone—d2)
3 }\4 2.17c4
0 s daaa o b s b Loy L P TIPS NPTl W | 1a L | PP ITOAT T PATATE I A AWy
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 t,min
. 2:MRM of 3 Channels ES-
%
100 « 6.13 269> 145(estrone)
- h— 4.33e3
0 ETHPETEI FTTE TS PRI TS FTETE T Y | M FTETE NETEE FRETE NTREE PR N e
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 t,min
1:MRM of 9 Channels ES—
% 6.61
100 + ¢ 275.2>259.1(diethylstilbestrol-d8)
3 A_J\ 1.99e4
0 aaadea g b g daa s ba ool aa e gl aala g laaaalayy 1 Sebebnde | | L 4 1
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00  t,min
% 1:MRM of 9 Channels ES-
(]
100 & 6.87 273>136.2(hexestrol-d4)
3 1.72e4
0 [T HIETRE FTETE ITETE PR FTEEE NEITH FTS N TS W 1 1 1 1 [l L I
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00  t,min
" 1:MRM of 9 Channels ES—
100 ~ 271>95(dienestrol-d6)
E 7-”[\\ 8.93¢3
0 AT EIEEEE AN AT ETE FEENA T FE T FITE FW | L 1 | L L 1
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00  t,min
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o 1:MRM of 9 Channels ES-
100 6.67 269>134.1(hexestrol)
E A 3.09e3

0 FEWH ENTEE EEETE PEEEE CEWES RN TS G Py e 1 S\l 1 1 1 1 1 "
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00  #,min
% 1:MRM of 9 Channels ES-
100 6.66 267.1>251.1(diethylstilbestrol)
E J 6.29¢3

(1 T BT TS PPRUE PTG FTREY TRTE CUTTY ST T PERTIR HweY ! . I

2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00  tmin
% 1:MRM of 9 Channels ES-
100 6.87 265593 (dienestrol)
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