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YRR mP ERFEE.-ERFK
EE.a-EXFEFE S-ERFE
B . EXRFEMMNEXFE G
“RBERNTE BHEBE-RE/ RLE

1 SEH

AIHERLE T S Y IR R S ERFBE L-ERF B o ERFBREE . L-ERFEHE. E KA
2 PR R A S T R B R VB - TR/ R U R

AREERTHA EH SR FHASEFERFBERE.L-ERFBE « EXRBEHE.L-F XK
TREE I R A B A R A TR TR BB S e B .

2 MEHSIAXH

FEISCHF PR R FCES ARSI TR AR LK. LRSS A, KbEEIRE
BB R 5 B R B ) BB 1T R A& T2 M , SR T » S5 ol AR 408 A A M 3% BR B L B &% 7 BIF 9
JE A AT X B SO B B BT AR AR . LA TE B BRG] SO, BB A& i T A bRt .

GB/T 6682 4r#rsL%e = FI/KHAE FIX K 7 (GB/T 6682—1992, neq ISO 3696:1987)

3 AERE

PEan 2 BRI H IR/ SRR IR R A WK )5 , R Al 2 RHR B, 24 i  HLB [ M 2 B AL S
B - B/ FOER I AR, SMr s e & .

4 WFFER

BRAERE B, B R B 44, Kk GB/T 6682 MM —ZK.

1 HEE . BBORAHAER.

2 LR mAHAEE.

3 LK.

4 =FEWh.

5 AEMH.

6 ZIKEZERHM.

7 BERR.HEKRT 85%.

8 WKZM.

9 0.5 mol/L EEALMIE - PRI 20 g EEMPU. D FKBEBIIEAZE 1 L.

.10 0.05 mol/L ZMRANE M ISR : FREX 6.8 g ZFRHI (4. 6) 1 900 mL /K, K2 B¥& pH HZE

SERZEILL,

11 BERRKEEWR (144, R B (B 10 mL BEFR AN 40 mL KBS

12 HIEKERA+1, 4 ) B 50 mL FEEA 50 mL KBS .

13 B-HEHEWEHR/MMREESE A 96 000 U/mL B-HEFH M E, 390 U/mL BiMESE (H-2, Form

Helix pomatia) ,

4.14  FR¥ES : EKIREEE (zearalanol, CAS: 26538-44-3) . f-F K 75 B B (B-zearalanol, CAS:42422-68-4) .
1
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a- E KRB M BE (a-zearalenol, CAS:36455-72-8) ,B-F K 7 % /& BE (B-zearalenol, CAS:71030-11-0).
T K FR B (zearalanone, CAS:5975-78-0) , & K 77 %5 4% B (zearalenone, CAS:17924-92-4) , &4fi fF ¥ k&
FHF 99%.

4.15 FRYERER W AR FREGE BARE S OF 2 0. 000 1 ), I Z G o, Bl Rk B N
100 pg/mL MIFRAERE I, — 18 CUL F R REB BRAF . B3 3 A

4.16 BEHFERERR - ERBRES 1 oL AR EHER (4. 19 F 10 mL FEMF, HZEEEZEZ
JBE Bl B BE A 10 pg/mL IR A RAR AR L0 C~4 CR BB A% 1 A

4.17 BAWELERB -BEFTEAZFTESTRRERRG IOBBRESEENESIFEL
e, AR R

4.18  [EIARBEBURE : N-Z 55 0it Mehoe B A1 — 209 253 2 3 49 BB, Oasis HIB, 6 mL,500 mg, 5 A 24 3%
i AT A 5 mL F A 8 TR BE .

4.19 BFLIERE.0. 20 prod ABIAEE .
4.20 AR .AEKXTET 99%° O
4.21 WS HEXTET 99.999%6
LEEMigE é

WA 5%/ R Fe &
A EL. () :
K- BN 64000 1 g 1 0. 01
Y ae. 10 el in,

I 2% - :

15 17 = % 2% Q.

B0 #L:4 000 r/min,

pH it WA L0. 02 pH

AKX
RIEEA 2. A
R “

WA 100 mL,
HEBLE 50 mL,

15 ZIEERE 10 mL. \\\y __~

S &

TEMFE B AE S B b, DB IR RS R AR B Y S BN,
6.1 AAFAE

A B A AR AR 0 24 500 g, AR S BIRS . I B F 60 2RI EAE SRS
AER R, B IR IARIE . IR E T 18 CU TR BB ERE.
6.2 H14p

IR AR B A ARG 2 500 g, FEAMB AT B BB ), 2 BB G v 5 200 0 iR, &t
FHArBARIE . BIRFEET 0°C~4CH BB LIRTE .
6.3 WE

IR AR A B A AR MERE S 24 500 g, R 5E 5 AL S B dLE FE FE 40 IR 57, 4 BB 1, 43 B 2EA
TR ASENIRRE, B IR, BiIEREE T 0C~4CAR BB LR,
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7 SWER

7.1 kR

RIS g iIRFE OB E 0. 01 @) F 50 mL HZEB LS, iMA 10 mL Z B 48 28 s #k (4. 10) F
0.025 mL B-HZEMEH R/ IREEE S8 (4. 13),BIEIRS , F 37C/AKBHIHES 12 h.

7.2 R

JKBIEIMA 15 mL Jo/K Z Bk, JR B 5 min J5, A 4 000 r/min BS.0> 2 min, ¥ B RER Bk
SR, PR 15 mL Bk ZBEEREBR—K, A3 LERLA0CU T RERSFZET. A 1 mL =&
Leos il SR s, B A BBV 2 min JE A 10 mL B d, B 3 mL SEALBITRE (4. 9) TR IS
HBER—BLOEP,BRERS L 4000 r/min B 2 min, RHE FESEAMER. HH 3 ol £4
LN (4. DBEFE B ER—K, B H D EHHEBOR, A 1 mL B 7K %8 (4. 11) B E %1k,
7.3 %

R FE RO (7. 2) % A HLB FEAZEBURE (4.18), A1 5 mL 7K.5 mL H B /KW (4. 12 ¥k, &
%58 10 mL HBEBEAT BERL  WCAR BRI . BN B AR AR BUSHL I B M R A M5 2 mL/min. ¥EJB
WAEAOCUTHASKT. REYA 1.0 mL Z %M, WIERAJG, i 0. 2 um BT U8 B, At 52
7.4 BREERREBRBMNHE

FREXS 63 5 g ZHRFECERZE 0.01 @ F 50 mL ELZB.OE o, 4 3100 A R R R 5918 4 ) 47
HEV I (4. 16) BUR B4R e LRI (4. 17) , FE SRl SRR BE 2 1,5,10,50 1 100 pg/kg IR & 2 FRARHE B
W, RIEH 7.1“MA 10 mL ZEREIE WIER - - " B 4E

8 WE

8.1 mHEGEEEH
a) A%k : CAPCELLPAK Cy5,50 mmX 2.0 mm(N%),2 pm, siAH 2%,
b) HiR:407C,
c) WE:0.2 mL/min,
d)  FHHE:5pL,
e) UBhHH &R RFRE 1.
xR RPIERGEXBREYE

B [6]/ ZhE/ K/
min % %
0 25 75
5 70 30
6 70 30
9 25 75
8.2 Rmik%&H
Z L A,
8.3 WHEE-RE/ RigNE
8.3.1 EHENE

2 BRI 2R A B R AR 0 IR A S RO A A R a0 SR 0 1 R R £33 (B ) 5 0B A R TR AR
W — B85 S T B X H A F = BE 5 e B A 24 B TR A B TR o R MR A S — B, A R B R R B
7 2 W9HLRE , U AT 4 TR i o 77 72 AR B B B 4
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F2 ENUEHEANETFEENRARTRE

X B FEE >50% >20% % 50% >10%ZE 20% <10%
SO AR X R 2= +20% +25% +30% +50%
8.3.2 EEME

e FRAMRE AT E BT . W BE B /N BIR T , KK S AT IR A 2 AR HE R M (7. ), R BRI
HigwE AR K TAEML. Fﬁnniﬁﬂi*ﬁ}ﬁ%%ﬂr]r“{af‘ﬂlﬁfm%?ﬁﬁw TE bR BOAH (3 / B
FMET B-ERFEBE L-ERFBRE. ERFREHE o F BREE . ERREE . ERFBHE KR
B I [A]4KKH 3.18,3. 25,3. 61,3. 7244, e Y YL F) YBOA - TR/ R & R

9 ZRItHE

SR T 4T 4 1 5 B
...( 1 )

10
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9
feR/| HREEE/
AR /’ m‘;v s
Y &
\~F ‘8
prxnBm U1 prearala 3.18
LL} 40 |o
‘ bo
B-EXRKFBH B-zearale 3.25
2
18
EXRFEE \ 3.61
20
IE
e FERFBHBE s 3.72
20
EXRFE 4.32
22
25
T K A BRI 4.38
20
2 HFER.

D e tERE £ A 1SR E Waters Quattro Premier JFRRE{Y b5 BH, AL 5 R AN BB S UE

ATRESE AP RELE K, SRR EEAEZARARR KRS KNE.
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M % B
(ERHE B R
BEERFAEH RS KRB (MRM) i
1(3/(:: B-FEXKHEEE || 3.18min 321.1>277. 2
0

1.00 2.00 3.00 400 5.00 6.00 7.00 800 9.00
1007 _EX 321.1>303. 2
0 3 £ B K& 18 min

0 Su—-

"1.00 2.00 3.00 400 5.00 6.00 7.00 800 9. 00

1003 5 mxrmmm ks_ _— 319. 1>275. 1

%

"1.00 2.00 3.00 400 5.00 6.00 7.00 800 9.00

100 ; 319.1>301. 1
%] PrERFRER ‘\ 3.25min
0

"1.00 2.00 3.00 4.00 5.00 6.00 7.00 8 00 .00

100

w] EXAERE {\ 3. 61min %1, 122
0 A A A S L i s ——————

1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
100 4 321.1>303. 2

%l ERFEE La 61min

"1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00

100 319.1>275.1
% } a‘ﬂﬁaﬁg k 72min
0 A e A e R L e L Aaaas s et
1.00 2.60 3.00 4.00 5.00 6.00 7.00 8.00 9.00
100 - 319.1>301.1
%] o TRFEBERE h 3. 72min
0 R L s e e AR s AR
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
100 - 319.1>275.1
% 3 E> S 2.7 \ 4. 32min
0

7100 2.00 3.00 4.00 5.00 6.00 7.00 800 9 00

319.1>301.1
4. 32min

"1.00 2.00 3.00 400 5.00 6.00 7.00 800 9. 00

317.1>174.9
h 4. 38min

1.00 2.00 3.00 4.00 500 6.00 7.00 800 900

317.1>273.1
_K‘L 38min

1.00 2.00 3.00 4.00 5.00 6.00 7.00 800 9 .00 t/min

100
% } E i .

100
% % EXRFBIHE

100
% % EXRFBEE

o

E B.1 RBREERFREERES RMEA(MRM) i H
GEMKE# 0.001 mg/kg)
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B R C
(BRI
7% fin 5] e 5

RCI1 SHPIMERBPERFEBE S-EXFEE.
o-ERFRBH 7 BB EXFER
#n B 45 R 1Y 7% Jm 2 g

P ”T;y//” %2%5/ - ﬁkﬁﬁf&ﬁ%/
S

c‘)(‘ 1 9.1
B-FR KRB 8.6
‘L 5.7
! 7.0
7)) -EXRFE 10 7:5
5.6
i L 1 5.7
C} sxn= ; 71
Q. 7.4
i 1 6.5
m C KRB 10 9.4
& 8.4
‘ 7.7
& 1 8.3
A‘ 20 4.8
1 6.5
EXRFRE 6.3
- 20 e 8.5
e 8.7
B-EXRAFREM 10 4.9
20 8.5
1 86.0~106.0 6.9
4 E B-F K AR B B 10 86.5~109. 7 6.6
20 87.9~108.9 7.3
1 87.0~108.0 8.5
EXRFBR 10 85.4~105.9 6.5
20 83.8~97.6 6.6

7
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£ C1D
B8R o IR/ [l W L / B KAHS A7 AR 22/
(pg/ke) % %
1 84.0~106.0 7.1
B AR F TR 10 86.7~105. 4 6.2
20 84.0~109. 7 8.1
1 85.0~108. 0 8.6
PLT: 4 EARFEEM 10 84.6~109. 3 7.2
20 84.3~108.7 8.1
1 84.0~110.0 9.7
ERFBRHE 10 89.8~106. 8 6.3
20 85.0~109. 7 10.7
1 89.0~106.0 5.6
B-EXRFER 10 89. 6~106.0 6.2
20 87.6~104. 8 6.1
1 87.0~108.0 6.9
B-FERFBIHEE 10 87.1~103.0 6.4
20 87.0~104. 7 7.4
1 90.0~108.0 6.4
EKFERE 10 92.1~108.5 5.4
20 88.5~106. 1 6.3
4
1 90.0~110.0 6.5
o F KA B 10 89.7~106.7 5.6
20 88.4~104.5 5.3
1 89.0~109.0 6.9
FRFEE 10 92.5~106. 1 5.4
20 87.8~105.5 6.4
1 89.0~106.0 5.6
EX i 1 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
4]
1 89.0~103.0 5.1
B-EXRFEBHEE 10 87.0~103. 3 5.5
20 86.9~107. 3 6.3
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£ C1ED
5T o B B/ BN &N B RHAXT AR AR 2/
(pg/ke) % %
1 87.0~105.0 6.8
EXRFER 10 88.2~104.4 5.3
20 90.7~104.5 4.2
1 87.0~109.0 7.1
X R A ERR 10 91.6~109. 7 6.0
20 91.2~98.7 3.4
P
1 90.0~102. 0 4.7
ERFEE 10 89.8~108.0 6.4
20 89.2~107.6 6.1
1 86.0~108.0 753
EXRFBIHE 10 88.9~107. 2 5.8
20 92.9~109. 2 5.6
1 88.0~105.0 5.9
B-EXRFEBEE 10 88.6~104.5 4.9
20 85.8~104. 5 5.7
1 89.0~108.0 7.6
B-EXRF B 10 88.7~106.5 6.4
20 89.9~105.1 6.1
1 88.0~103.0 4.5
ERAFERE 10 88.3~109. 6 7.3
20 89.2~103. 8 6.2
4B
1 91.0~99.0 6.0
o F KA B 10 86.1~104.6 2.9
20 91.9~107.0 4.5
1 87.0~107.0 3.3
EKFEE 10 89.3~104. 2 2.5
20 87.3~104.6 4.7
1 92.0~109.0 3.3
E¥ k9] 10 88.4~109. 3 2.5
20 89.3~107.2 5.7
9



