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Determination of residues of zearalanol, f-zearalanol,@-zearalenol,

P-zearalenol ,zearalanone and zearalenone in foodstuffs of animal origin—
LC-MS/MS method
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APRAEM T ALK B AIBR C Y NRBHER R,
FRERTFEARKNEERRREFRRHZLRRLL.
FREEPEARSMEEFZAMEATHREEREZR AN,

FpEs TERRAERETARAREE.
FEEEEEEAZH.TH.F ANE F0E BF BLAR ZEP FHA EFRE,
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HMBERBPERFERE B-EXF
BE.c-EXFRBEES-EXRE
BB . EXRRBMAERFE G
RERMNTTZ BHEGE-RIL/REE

1 s

FRERETHYRERHRPERFEE L-ERFBE - ERFBRE.L-EXRFBBE, EXA
BEMEXKFBRIRE B OBAE G- T/ RS E k.

EEEEATEN BN SF FIMSEPERFBE - EXFBE .« EXFBHE.L-EX
RBRE . EXFABERNERFBRFARE RN ESHRIENERNE.

2 MEHSI A

THXHFHRXELRIRENS AR B EN KR, LETE AWM A, KEEFRE
KB XA REFERNARSBITRYAREH TR, R, KRB BARER RN E TR
REAHAXEXHFHRFRE. LEREBBNSIFAH, REFRAE R TARE.

GB/T 6682 i EB= /KM MR 5 ¥ (GB/T 6682—1992, neq ISO 3696:1987)

3 FAERE

FEERE R PEE R/ MBS KRS, R A Z BRI, 2 M 4 HLB E MBS LIS ,
VAR 5 - /R S R T AN O, SR IR B B

4 W Fae e

BRIESH Y, A ER N rdi, KA GB/T 6682 MER —&KK.
1 .- mRBHAHEER.

2 LK WAL,

3 EKZEE,

4 =E;HE.

5 SELHM.

6 =KEZERRH.

7 BERR.HAEKRT85%.

8 KZR.

9 0.5 mol/L EEALMER FFM 20 ¢ REABH U D FAKEBRIERELL,

.10 0.05 mol/L ZMHAR MW : FREL 6.8 g ZMRH (4. 6) F 900 mL /K ¥ M, KKZ R pHH E
SEREILL,

L BER-KEW (144, L) B 10 mL BERR A 40 mL KIRE .

12 HEE-KBEA+1,4&E) B 50 mL B EEF 50 mL KB4,

13 B-HEBHR/MMREERE AE:96 000 U/mL S-HEBHMEE,390 U/mL MMRAEE (H-2, Form
Helix pomatia),

4,14 FR¥ES  EX R M (zearalanol, CAS:26538-44-3) 8- K 7 B B (B-zearalanol, CAS;42422-68-4) .
1

S e e e
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a-F N 7R B J% BE (a-zearalenol, CAS: 36455-72-8) .8-F X 7= B J& B% (S-zearalenol, CAS:71030-11-0),
EXRIFEE (zearalanone, CAS:5975-78-0) , T K 75 B 4% Wi (zearalenone, CAS.17924-92-4), 45 K
FEHTF 9%,

415 HEMERBE - 2N ERFREERERERE 0.0001 @), HZEEE . RHREEHN
100 pg/mL WIIRHEMS BB, — 1S CU TR HBIEE  HXH I A.

4.16 BATRGEER .- EHRBEREL 1 oL REEEBRQG 1D TF IO nl ZEEF . AZEEEZEH
B RHISHEER 10 pg/mL KRG P RRERE0C ~4CRBELRE . ERH 1A,

417 BAWELEBRR - REREHACHLREFRGERHRG IOBRBEREAKENRAHREL
fE W, A AR .

4.18 FEMHFERE:N-ZHMWEKEM _ZHEFELRYEHR, Oasis HLB,6 mL,500 mg, L&,
i FHRTMKW A 5 mL FIBEAIT 5 mL KBk BE.

4,19 SEFLIBME.0. 20 pm, HHLHEL,

4.20 EK . H4ERXTET 99.999%.

4.21 EK AEKXTEHTF 99.999%.,

5 {#EMigE

VAR - B 3/ B BRE A R B B TR (ESD.,
HAWBEM .
R @&} 0.0001 g#0.01 g,
#1528 .10 000 r/min,
R
HR &G .
B L :4 000 r/min,
pH 3. Jl BB +0. 02 pH B4,
BRAL .
RIERAEE.
B E T ERE .
Y5 100 mL,
REHLE 50 mL,
15 ZIERE .10 mL,

e E

ERENRESEP, NP ERRTRRREZEYTERNEL.
6.1 ALEsFnpgRe

MR RS B A AR S 4 500 ¢, AWML E S HBRRS . WO ARG, FHREAERE
AERERE, B R URIE. BIEBEET 18 CUTRERARE.
6.2 4

MR SRR R UL A URYERE S 40 500 g, SR ST, B B 41 » 50 BIR AW s B 2R D A, 4
HEURIC. HRAEET 0C~4CTRMB IR .
6.3 WX

MR SR 5 B A R R R4 500 ¢, ZRE AR HRIBH AT RS, BB, 2 HIEA

Hp AR e A, B HAUGRIE. HEERT 0C~4CREELREF.
2
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7 SHSR

7.1 ki

FRERS g ABEHZEO0.0l @ F50mL AZEELE R, MA 10 mL ZHBASHEEK (4. 10)F
0.025 mL B-HE MR/ MMEEE S84, 13), BIERS, F 37CKBHHE 12 h,

7.2 #E

JKBFEMA 15 mL XK Z B IRF LI 5 min J5,L4 4 000 r/min .0 2 min, ¥ L EREBZESE
HE R 15 mL DK ZBEERE—K, &3 LEB0CUTREREZET. MA 1l mL =&F
RERRE, BFEHE 2 min 5, HA 10 L BOES, HAH 3 mL EEMABR 4. OHEEKRERE
BRER—BOEF, RHERS, U 4 000 r/min B.L 2 min, R FEEEAHER. B3 mL K4
AU DEEHE ER—K, §HEELPAEBB. MA 1 mL BR-KBEBRA. 1D, BYERFSEL.
7.3 &

HRE R BOR (7. 2) 8 A HLB EAHZERAE (4. 18), A 5 mL 7K.5 mL B BRI (4. 12) ¥k, 3
%M 10 mL B EGHETHEM R VELE . B EHARBS S BER MEAREL 2 mL/min, 35
BEAOCUTHRSKT. REYH 1.0 mL ZEER, WIEBSJE, 1 0. 2 pum 7L B, 4L 58
K,

7.4 REERFEBRBRNE &

RIS 4 5 ¢ S ERFEORME 0. 01 o) F 50 mL SLEER LB o, 4 BUHIAM B H BB & o 7
BB 4. 1O RBARELIERBR Q. 17, B REERN 1,5,10,50 F 100 pg/keg KRG B TR ER
BRI 7. 1“MA 10 mL Z BRGNS FhEE W - - "Bk,

8 W

8.1 WHEGIHEH
a) fai4:CAPCELLPAK Cy;,50 mmX2.0 mm(H#2),2 pum, A 4EE,
b) AR .40°C.
¢) W#:0.2 mL/min,
d) HEEEE.5 pl,
e WMBHHRBERBEGREL,
R MBI FYE

B/ o/ */
min % %
0 25 75
5 70 30
6 70 30
9 25 75
8.2 mRilk&k#
ZHFE A,
8.3 MR-/ AiEAE
8.3.1 EEME

B _ER AT R R IR A B RS R MRS R A SRS NN S REERRER
B—BCGE VR T XF AR X B SR BE AR YR A R AR E I A B — B R R E A

3R 2 HYRLRE » T T 0 e B TR A ZE AR DL B BT 4
3
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N2 EHAETHEAXNETFERNRAALFIRE

AXNBEFERE >50% >20%ZE 50% >10%E 20% <10%
RVFRI X R E +20% +25% +30% +50%
8.3.2 ERAE

WESMR T E RITHE ., HREH/PBIKNITF KK TREEFERERRC. O, BBKE
5w BRK TIEME. HEBRPOTYRMMENE TAEMKRBEN. 7 LR B0HE 6 R/ R
FUT L-EXRFBEL-EXRFBERE.EXRFBE. .« EXFABAE.EXFABH.EXFABEBNRF
B ef 4K U K 3. 18, 3. 25,3. 61,3, 72,4, 32,4, 38 min, B4 AR HE B W WO AR/ Fig SR

RS (MRMD 653K & LA B. 1.

9 £RitA
BEPLSATINRESE, XD RARMUBHEELBYITE.
X, == XV G B
m X 1000
=l

X—RBEFIRYN R, RN ERSE T % (me/ke) s

o NBREERIFEHE LRINERF YR & &, B8 EET (ng/mL) ;
V—HBERAETER, B NES (mL);

m—— R BF ARG TR, BN (D).

10 WEER

2 bR HE B W E MG A 0. 001 mg/kg.
11 Ei N E

ZREKC.1.
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B ox A
(BERAEBR)
R % & #

HEFX . EBEEE(ESH;

ERBEHE:3.0kV;

RIBE:120C;

MR 3507C;

LW B S, W 100 L/h;

HERKW B MK 600 L/h;

S WK, MESE 2.60X107* Pa;

AR AR - ABEFEHE;

By R 2 KK (MRM) , 8RN B &4 RE A 1,
®A! SREMUEHE"

BHF FHETF [HENE/|ELEE/ | REEE/| REHNME/
3 2 B X LH ,

(m/z) (m/z) s A" eV min
277.2* 0.2 40 18

B-EXAFEBR B-zearalanol 321.1 3.18
303.2 0.2 40 20
275.1* 0.2 40 20

B-EXNFBHEE B-zearalenol 319.1 3.25
301.1 0.2 40 22
277.2° 0.2 40 18

EXRFEBHE zearalanol 321.1 3.61
303. 2 0.2 40 20
275.1*° 0.2 40 20

aEXRARBHREK a-zearalenol 319.1 3.72
301.1 0.2 40 22
275.1° 0.2 40 20

EXAFEBE zearalanone 319.1 4,32
301.1 0.2 40 22
174.9* 0.2 30 25

ERFEBHRE zearalenone 317.1 4.38
273.9 0.2 30 20

: HTEE.

D kLR .R A 1FFISHEAE Waters Quattro Premier J i {X LR, AT HEXBRANBR G A
ATRESE FABRELEN . ERFEFERAEZARARR RRES KRS,
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B | B
(HBERR)
BEERIFARER S RN KN MRM) & i
100 .
%% B-Fk#BE || 3. 18min 321.1>277.2
) S S
1.00 2.00 3.00 4.00 500 6.00 7.00 8.00 9.00
321. 1303, 2
10/‘:} P-ERABE | 3 18min
"1.00 2.00 3.00 4.00 500 6.00 7.00 8.00 9.00
100 7
% - B-ERFRMME k3.25min 319.1>275.1
0

"1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
12/(:: PR—— ﬂ . 319, 1>301. 1
O I 200 500 400 5,00 6.00 7,00 5,60 5,00
12/‘:: ERABE k 61min 321.1>277.2
"1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
1‘:/‘:: ERABE M st 321.1>303.2

"1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00

100 319, 1>275. 1

%] e IRFRMK k 72min

e Lt e o L U U———
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00

100 5 319.1>301.1

%] o-ERFBEE ka. 72min

0 st s o M A e e aasan]
.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00

100 - 319.1>275.1

% § EZ 52 1] AK‘L 32min

0 drrrrrreprrrrprrrrprererrrere T PRI TrrTE—E——
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00

100 1 319.1>301. 1

% EXFBE ‘\ 4.32min

0 e T e e S e
1.00 2.00 3.00 4.00 500 6.00 7.00 8.00 9.00

100 3 317.1>174.9

% 4 ES Y2 3] J 4. 38min

0 L e TR
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 Q00

100 3 317.1>273.1

% ERFRBE ‘K4_38mjn

"1.00 2.00 3.00 4.00 5.00 6.00 7.00 8 00 9.00 ¢/min

¥ B.1 BEERGEFERSRHKENMRM &i#H
GEINKEE S 0.001 mg/kg)
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B ® C
(BERHEMR)
7 In (5 4 3% 5

RC1 SHIWBERBPEKRFBE S-EXFEM,
c-EXFBEH - EXFABEN . EXFEN
MEXRFBEFYEMEDLE (=10

GB/T 21982—2008

&8 e Bk g/ [B] Wiy 22 5 BBl / BRI RE/
(ng/kg) % %
1 86.0~108.0 9.1
B-EXRFBE 10 86.3~109.7 8.6
20 89.4~108.7 5.7
1 91.0~109.0 7.0
B-EXRFBEE 10 86.9~107.7 7.5
20 89.1~106. 8 5.6
1 86.0~107. 0 5.7
EXFBE 10 86.3~104. 7 7.1
20 88.9~108. 5 7.4
&I
1 84.0~104.0 6.5
aEXRFBRHEE 10 83.9~109. 6 9.4
20 83.7~109.1 8.4
1 86.0~107.0 7.7
EXRFEF 10 85,2~105. 8 8.3
20 88.7~104.0 4.8
1 87.0~104.0 6.5
EXRKBRES 10 90.8~109. 4 6.3
20 84,0~109. 6 8.5
1 85.0~107.0 8.7
B-EXFEE 10 95.7~109. 6 4.9
20 84.8~108.0 8.5
1 86.0~106.0 6.9
% B-EXARBHE 10 86.5~109.7 6.6
20 87.9~108.9 7.3
1 87.0~108.0 8.5
EXRABE 10 85.4~105.9 6.5
20 83.8~97.6 6.6
7
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* C.1 (8
P P %;imgﬁ;:)/ Iill&!;?ﬁﬁ/ ﬁk*ﬂxa‘;::&ﬁﬁ/
1 84.0~106.0 7.1
R XFBER 10 86.7~105. 4 6.2
20 84.0~109. 7 8.1
1 85.0~108. 0 8.6
pu: EXKEE 10 84, 6~109. 3 7.2
20 84.3~108.7 8.1
1 84,0~110.0 9.7
EXFBHE 10 89.8~106.8 6.3
20 85.0~109.7 10.7
[ 1 89, 0~106. 0 5.6
B-ERAFBE 10 89.6~106.0 6.2
20 87.6~104. 8 6.1
1 87.0~108.0 6.9
B-EXRAFBER 10 87.1~103.0 6.4
20 87.0~104.7 7.4
1 90.0~108.0 6.4
EXRABE 10 92.1~108.5 5.4
20 88.5~106. 1 6.3
&4
1 90.0~110.0 6.5
- ERFBRE 10 89.7~106.7 5.6
20 88.4~104.5 5.3
1 89.0~109. 0 6.9
EXRFABE 10 92.5~106. 1 5.4
20 87.8~105.5 6.4
1 89.0~106. 0 5.6
EXFBHEE 10 87.4~101.2 4.6
20 90.2~104. 3 4.8
1 86.0~107.0 7.8
B-EXRFEEE 10 90.4~108. 6 5.6
20 86.5~105. 1 6.8
WA
1 89.0~103.0 5.1
B-EXRFBEY 10 87.0~103. 3 5.5
20 86.9~107. 3 6.3
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®C1(8
- e B E/ (5] 5 o 5 T / B RAH X 47 HE 2/
(pg/kg) % %
1 87.0~105.0 6.8
EXRFBE 10 88.2~104. 4 5.3
20 90.7~104. 5 4.2
1 87.0~109.0 7.1
eEKRFBEE 10 91.6~109.7 6.0
20 91.2~98.7 3.4
%A
1 90.0~102. 0 4.7
EXRFEW 10 89.8~108.0 6.4
20 89.2~107.6 6.1
1 86.0~108.0 7.3
EXRABER 10 88.9~107. 2 5.8
20 92.9~109, 2 5.6
1 88.0~105.0 5.9
B-EXRAEBE 10 88.6~104.5 4.9
20 85.8~103.5 5.7
1 89.0~108.0 7.6
B-EHFBEE 10 88.7~106.5 6.4
20 89.9~105.1 6.1
1 88.0~103.0 4.5
ERREBEE 10 88.3~109. 6 7.3
20 89.2~103.8 6.2
4H
1 91.0~99.0 6.0
e ERFBHEK 10 86.1~104.6 2.9
20 91.9~107.0 4.5
1 87.0~107.0 3.3
EXRFEW 10 89.3~104. 2 2.5
20 87.3~104.6 4.7
1 92.0~109.0 3.3
EXFBHE 10 88.4~109. 3 2.5
20 89.3~107. 2 5.7
9
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