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EmPEAteZENNE BEIURHEEIESRIKFE

1 EE

AIAFRE T 'S IRETE O R IEG. I, TR RBRYINE T
AAFER TR B, F. O Rk XSEPRTIHEG. . T EBEEM
M5E »

2 AsettsImxH

B SCAE N T A SO S A AN AT A o ML VE H AR 51 SCpE, AT H R AR E B T AR S
o MARAEH G ST, HEGHRA CRIEFTA s & T A,
GB/T 6682 43 #5256 == F ZK FUAS A 36 77 1%

3 IR

PR B - 2B AR BORE it BRI R e, SR A B 7 A e B AR AR UIME L 5, P R R
VBURE €38 3 R S 0 SR I A BAAE s AR e B

4 AR

4.1 W R AYEC Hl
BRAESARE, AU 23 B 2
1.1 /K, GB/T 6682 &, —%.
ZNE (CHsCN) : fagfafi,
i (CH;OH) : faifdd,
R (HCOOH) : faijf4li,
FH LU T FEBF[CH;OCC(CH3);, MTBE ]: ffifati,
A (KOH) .
Pl (CH;COCH3) o
LB (CH3CH,0H) .
0.1 %HRR/KEWR: WERER 1 mL FiR (4.1.3) F 1 L &=+, FAKEWIEeEEZE, #’

e - a i ol R N
© ©® N oA W N

5],

4.1.10 THEA-28F (91, viv) : HEFREEL 90 mL Pl (4.1.7) 1 10 mL &% (4.1.8) , B2, 1EAN
PEELA T

4.1.11 1 mol/L EAMMEW: L 5.6 g A (4.1.6) , M/KIFEERFEE 100 mL.
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4.1.12  PJER-1 mol/L EEAHER (1/9, viv) + EH 90 mL 1 mol/L HAMAEM (4.1.11) 5 10 mL
Wl (4.1.7) RA, BB, AERMBER.

4.1.13  HHSRUT JERE-F RE-F R (90/8/2, v/v) « EHL 90 mL HIERU T 2R (4.1.5) . 8 mL HIfE (4.1.3)
A2mL HER (4.1.4) , RE], 1ERNVEWE.

4.2 trfEmRARER RAVECH)

4.2.1 JFHE G (CioHioN202): 4EE=98.0 %.
4.2.2 ZHHEE (C14HisN3): 4 =98.0 %.
4.2.3 FFFHE B(CaoHaaNe): 4% =98.0 %.

E: A G, ZHREAR, FAEBH CAS S EMSFREMSEHRSNMTE A FERAL
4.2.4 FPHRE G hRAERE R (100 mg/L) « HEFARECHFHE G (4.2.1) FrifEdh 0.01 g OFFIZE 0.1 mg) ,
HZHEEAR % 100 mL. &K T 0 C~4 CTHRAFE=He
4.2.5 T HIEFEFRAEM S (100 mg/L) : AEFIFREL - IEEE (4.2.2) FrifES 0.01 g CREFIE 0.1 mg)
HHEER % 100 mL. 5T 0 °C~4 CTFRIF=Ho
4.2.6 JiFHE B AREMAIR (1000 mg/L) « #EFIFRIIEFTHE B (4.2.3) FaifEah 0.1 g CRE % 0.1 mg)
M IEER A 100 mL. & T 0 CT~4 CHFREFE=AHo
4.2.7 FPHE G, ZHEE. J5PHER BIRGARET R AR G R SRR B AR
MG 1.00 mL, FH JEESA 2 100 mL. FrdEFENE S PHE G LS 75 PR B BIKES A
1.0 mg/L. 1.0 mg/L. 10 mg/L.

5 UM E

5.1 8 & R AR s - 5T 1 BX A {X ( Ultra-performance Liquid Chromatography Tandem Mass
Spectrometry , UPLC-MS/MS): Bl & L5 HL BV (Electrospray lonization, ESD.

2 HFRP (UFE 0.0001 g) .

3 AR,

4 BARTAL.

5 e dia o

6 Bl FHEAMET 4000 r/min.
7 [EMEERCEE.
8
A
5.9

o 2 A e E A AR HUE . 60 mg/3 mL, EAERTH 3 mL HEE (4.1.3). 3 mL KA1 3 mL 1 mol/L
AR (4.1.11D) Etk.
—RMEFLIE L T 0.45 um THALIERE, AHLR.

e
=\

6 LR

6.1 HEHHIESRE
2
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6.1.1 A, . &g, UFT: BUEREMREL 500 g, FALUGRYIRRE, BAE IS ERERNIREE,
HEIMAFFRIN, T-18 C FRFE.

6.1.2 MR BUEARRIEREL) 500 g, HHEI SR NE A S N B I bRiR, T0°C~4CF
TRAF o

6.1.3 9. BUEIURMEREZ 500 g, &, HUER, RAZURNIGHE, NG RE SN, &
FIMIARR, T 0 °C~4 C MRS

6.2 M

FREX 2 g FE A ORETIA 0.001 g) T 50 mL BS.CEH, AIA 10 mL A 32K (4.1.10), TEIEIRNE
Yite LRV 1 min, FHFEHRE 30 mine 28 )5 UIAMIET 4000 r/min B0 5 min, B EIEW, Frfit.

6.3 TFEK

¥ 2.0 mL A£ R AREGH, 5 10 mL 1 mol/L EEMHAKER (4.1.10) RBAE, EFEFHEDFE (5.8),
2 mL WP (4.1.12). 2 mL /KibkBE, 5 mL BBV (4.1.13) Jefli, WCERBEMIK T 40°CRIBHES
T, A1 mL PR (4.1.3) SR, WG 045 nm g (5.9) ibyE, R dom A (i & Bk
JR A E .

6.4 HrETIErhZH &

Iy HIMERG I 3 R IR S AT R (4.2.7), BINE] 2 ¢ AT, ST G, H
I INEN 2.5 pg/kg- 5.0 ng/kg 20 pug/kg- 40 pg/kg. 200 pg/kg. 250 ug/kg, 7778 B &N 25 png/kg.
50 ug/kg. 200 pg/kg. 400 pg/kg. 2000 pg/kg. 2500 pg/kg R A4 IRINRKE, 1% 6.1~6.3 HHERAE,
TS HTHE G IR N 1.0 pg/L. 2.0 pg/L. 8.0 pg/L. 16 ug/L. 80 pg/L. 100 pug/L, 75/} B
WREEN 10 pg/Ly 20 pg/L. 80 pg/L 160 pg/L. 800 pg/L. 1000 pg/L (K R FIbRE TAEER, WK HKE)
FEERERTIN,  DAE B IR AUA AR, 5 R B M AL AR AR B, el br i TAE 2R

6.5 UFSHEFH

6.5.1 R AR LS RIE S5 % 1
a)  failiH: C18, 2.1 mmx100 mm, 1.9 um M GEM 2%
b)  AEifE: 30 C;
c) #E: 0.30 mL/min;
d)  WEBEES I 1;
e) iiFEE: SuL.

* 1 BEWRBESIEKEHE

At 1] /min 0.1% R /K i)
0.00 60 40
2.00 10 90
7.00 10 90
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7.50 60 40
9.00 60 40
6.5.2 JRitERES KAt
a)  BETUR: HEBIE SR
b) PR EETFH;
c)  MEMMTTVE: RSO W
d) Wi A 3000 V;
e) IIFIEE: 400 C;
) #SJIEJI: 30 bar;
g) WA ESI: 0bars
h)  HHBYSJE . 10 bar;
i)  BEEmEBYERE: 320 C;
j)  EEEHE: 0V;
k) FESEFHUESHLE 2.
T2 AHAEG —HEH, AHEBHRIESY
W& £ B B [8] /min BET/ (m/z) TET (m/z) S-lens HLJE/V e e B2/V
198.223 14
HFHE G 2.82 215.160 63
93.212" 28
120.218 30
iR 3.66 226214 . 75
77.205 21
211.232 49
#71E B 4.96 457.329 . 135
193.200 25

e WO T

6.6 MZE

6.6.1 EMENE

{8 UPLC-MS/MS 250 5E A b AN B AV 2n SRS P o B2 €00 0 B ek 1) 55 s o i 90— B,
SV ZE/NT £2.5 %; FEVERS 7 X BRI 32 B 5 I AR 4 (AR o AR A 2 — B, MR A

VR Z2 AL 2R 3 WU AOVEE , U RTS8 M L P 45 T o

*®3 EMBIEENBTFEENRKRITRE

AR %

>50

50~20

20~10

<10

FEVF IR ff 22

+20

+25

+30

+50

6.6.2 wEEIE

ZIRAMREREAT € T I o AR it b ARH 0 00 RO W S IS AE o 14 A R 2 PR Bl I 5 7 R o A 2
LRPETE R, U A R S SR OROE MR I SE . fEIZSRME R, JIPHE G . J5TER B
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#] UPLC-MS/MS &2 k% B+ B.1. I B.2. B3,
6.6.3 THRK
FEASIREESS, 3% b e E D BT,

7 GRItHE

%A (D RSB & &

O = — QP
m
A
o —— P EEYRNSE, PAONMOCE T (pgked:
C — MWt & Tt RAA BRI P & A RE, BANFERT (ug/L):
V FEE R G AR, BACNZTE (mL);
d — MR

m  — PR, AN (g);
CAEE RV N AT B PN E 25 R FART BHERR, tHR A ROR B P A T

Bt
K

3

3

8 1!
FE R VRSN SRAG M PO IN E 25 R 1 2oxt 2 fE AR S SR P I ME K120% .
9 Hito

TR IR A FRSHEG 1.0 pg/kg, —HHEHE1.0 pg/keg, 7571 EB 10 pgkg: EERN: HIHEG
2.5 ugkg, —HILT2.5 ug/ke, J7HEB 25 pg/kg.
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Mt R A
(ERHMERSR)
AAEG . —HREE., FAEBHCAS S, HFR. S FREMEHR

FAl AAEG .. ZHER. AAEBRCAS S, 4FR. A9 FREMEHR

S e

s CAS 5 VRSN HAXE 37 o Hik K
(FL4)

7HE G
2051-85-6 Ci12H10N202 214.22 /@:N*NQ
HO

(Sudan Orange G)

TR N
N 60-11-7 CuaHisN3 22529 .

(Dimethyl yellow) ©

ISEES: 8_.4 i
4197-25-5 CaoHaaNg 456.54 O *8:}<
"

(Sudan black B )
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Mt % B
(B PR
AAEG . —HER. HAEBIRERRINBESIEERBERIEE

RT: 0.00 - 6.00
100 NL: 2.97E4
TIC F: + c ESISRM
90 ms2 215.160
. [93.207-93.217,
198.218-198.228]
70 MS st4B
60
50
40
30
20
10
1095 NL: 1.69E4
E miz=93.11-93.31 F: +
905 CESISRMms2
E| 215160
805 [93.207-93.217,
8 707 198.218-198.228]
R MS s4B
e
T 605
s 3
2 509
N
5 403
s 3
@ 303
203
103
1095 NL: 1.33E4
3 m/z=198.12-198.32
905 F:+c ESISRMmSs2
E| 215160
804 [ [93.207-93.217,
703 198.218-198.228]
E MS s4B
603
507
407 |
303 ‘ “
203 ‘ ‘
109 |
(U e e S e s e s e
00 05 10 15 20 25 30 35 40 45 50 55

Time (min)

B B.1 #FHE G R REE SRR & B BUE E
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RT: 0.00 - 6.00
1007 NL: 1.53E5
TIC F: + ¢ ESISRM
ms2 226.214
[77.200-77.210,
120.213-120.223]
MS st4B
ol
100 NL: 1.18E5
miz=77.10-77.30 F: +
90 cESISRMms2
226.214
80 [77.200-77.210,
g 70 120.213-120.223]
g MS st4B
s
S 60
]
2 50
g
g 40
K
o 30
20
10
NL: 3.50E4

m/z=120.12-120.32

F:+cESISRMms2

226.214

[77.200-77.210,
120.213-120.223]

‘ MS st4B

TT T T [T 1T T T [ T T T T [T T T[T T T[T T T T 7T
05 1.0 15 20 25 30

Time (min)

B2 Z—HERINERRIESIUREHRIKRIEE
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RT:0.00 - 6.00

1004 NL: 2.60E3

TICF: +c ESISRM
ms2 457.329
[193.195-193.205,
211.227-211.237] MS
S4B

NL:1.85E3

m/z= 193.10-193.30
F:+cESISRMms2
457.329
[193.195-193.205,
211.227-211.237] MS
st4B

Relative Abundance

NL:7.56E2
m/z=211.13-211.33
F:+cESISRMms2
457.329
[193.195-193.205,
211.227-211.237] MS
St4B

LI O I I
05 10 15 20 25 30 35 40 45

Time (min)

El B3 7% B inERRESHRIEHRIKILE




