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National food safety standard—

Determination of diclazuril residue in aquatic products by liquid

chromatography—tandem mass spectrometric method
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1 SEE

ASCAFRSE T 7K it v 2t S RNk B B ) FR A ARUR € - 5 JER O 1 U 5 595
ASCAFER T BF. B SR TR A A v ORI B RN, LA A
A ZIRHAT .

2 HeMsImxH

TN F ST P 2 S8 I ST R 5 | TR AR ST AN T D [ SR B, i H
B RSCAt, A H AR R hRCASE F T A S0 ANvE B 51 SO, Kk (adE
FT B MBS &R T A

GB/T 6682 73BT 52 5 &5 FH K KA RS 5 7%

GB/T 30891 7K/ S #hFE HLE

3 ARIBRMEX
AR B T B IARERTE .
4 [RIE

BURE IR B O SE B R, T CQIEHRE, ToRBRBRINBE K, IEC ke LR, CralBFHFREL,
T CE - B G, AR E &

5 Wi SR

BRAARESr, BT RFI T4, AR GBIT 668245 11— 2K .
5.1 {5
5.1.1 &5 (CHCND : faifhafi,
512 HEE (CHOH) : o,
513 1ECJE (CeHig): faifhaf,
5.1.4 [&fR#: (CH;COONH,) : faifali,
5.1.5 JC/KBIERHN (Na,SO4): £ 650°CKIKE4h, BT TN &M,
5.1.6 N, N-“HEREZ (CH,NO) = il

5.2 &iRECH



5.2.1 HEE/KIEW (80+20) : 80 FARFN 1) FHEEFN 20 AARR (1K HE o

5.2.2 5 mmol/L BSR4 AR : FRIUEEEREL 0.38 g, FH/KIEMAFFFiREZ 1000 mL.

5.3 #rfEan

5.3.1 M ERF| (Diclazuril, Ci7HoCIsN4O,, CAS: 101831-37-2) , &8 =98%, 44 .

532 MireEkAl-d, (Diclazuril-ds, Ci7HsD4ClsN4O,, CAS: 1632495-80-7), & =98%,
CIY S E

5.4 tRERRSIE

54.1 FrifEfif (1.0 mg/mL) = B s BRI bRAE L 20 10 mg, FEEFRE, S6H 2mL N, N-
T E A, PRI E RS 10 mL, EHE 1.0 mg/mL FriEGE S, -18°C
BOLIRAE, BRI 6 MH.

5.4.2 FrdEFEE (10 wg/mL) « #EFFLEUE T 1.0 mg/mL H s ERFIARAERE 209, FH HR e
Fe, BCHR 10 pg/mbL bRifE TAEW, -18CREGIRAF, AR 6 MH.

5.4.3 FrAETAER (1 pug/mL) « HERRFSHGE & 10 pg/ml 5o Bk R AR vE A 45 70, FH FH R RE
FCHI AR 1 pg/mL bR TAEW, -18°CHEG{RAE, BRIH6 4.

5.44 WHMEEH (L.Omg/mL) « HUHb ST ERAI-dy WARFRAE S, REEFRE, S6H 1 mLN, N-
TR R A, FH P EERB R EAR S 10 mL, EHAK 0.1 mg/mL WARMER IR, -18°C
BECRAE, BRI 6 MH

5.45 WEHIENE (10 ug/mL) - HERAFZBUE & 0.1 mo/mL H g BRF N bRl #5700, T B EEAG
FE, BCHIK 10 pg/mL W FRHTER, 18 CRBEGIRAE, AR 6 MH.

5.4.6 WA TAER (1 ug/mL) : HERFSHGE & 10 pg/mL H5a 2R F] bR R 1, F A EE R R,
BC R 1 pg/mL AR AR, LA ILAC .

5.5 #H}

55.1 CygWeFf5%): JEHTH, 40-63 um.
552 EHNMEOE: 50mL.

553 FJEM: 50 mL.

55.4 AHAHMALIERE: 0.22 pm,
6 XA E

6.1 RHEEIE-BEEFRIEN: BB E .

6.2 S RY¥E: & 0.01g 1 0.000 01 g.

6.3 BLHL: FEAMKT 6000 r/min.

6.4 WESIE
A
[==]

=i0#L: 14 000 r/min,
6.5 RIBREEE

2o
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6.6 HEEEZE AL,
6.7 BBEBIEEN

7 AEHHIESRE

7.1 R

$%GB/T 30891 fff 3% B ZL K | FF

) BT A IR, AR AR

b) B BE A ARES, VR RS .

¢ HUHI G A R, WIS IR ISR HE TR 1E N2 A IAEE .

7.2 RHEHIRTE
-18°C L R AT

8 MELE

8.1 #=E

FRECARE(240.05) g 750 mLEZE S0, AERINAL wg/mLpPI brAnifE AR50 ul, i
HEIRA30s, WL ELO min. MAZFELOML, WHHEE S min, FINATKRRN2g, &
JEVRAL min, HAEHEEL0 min, 6 000 r/ming.05 min, K L& 250 mLALE R . B
ZME10 mLInAEI50 mLE OEHE SRR, AIFRIGHK, 40°CHUER 2T HEFM
ANHEKERL mLES, WIERE, F sy, .

8.2 it

E st b, JomANIE 2682 mL, 7843 imieiE A1 min, 6 000 r/minE.0>5 min,
FREIECKE, FIMACR M50 mg, 787 miedE A1 min, 10 000 r/mingsC>5 min, HUH
WE0.22 pn B HUAHFLIERLfG . AERAH G - 55 B it A3l 2 o

8.3 FnERZAYHIE

HERIREUE B po/mUH e BRRIARE TR, R KR BOR SRR, M AMRVE IR
4351291 ng/mL. 2 ng/mL. 5ng/mL. 10 ng/mL. 20 ng/mL. 50 ng/mL, N HrFRAETEIR IR E
950 ng/mL, FHEAH € - R G IS ASGI E

8.4 ME

8.4.1 WRAH IS A
a) itk Cpfifk: (150 mm>2.1 mm, 3.5 pm) , ik,
b) FEifi: 35 C;
o) HiFEE: 10 uL;
d) JiE#E: 0.3 mL/min;
e) A: 5 mmol/LEEFREL A ; B: WEE, BREELEIFEF WKL

® ORSHBEEE AR ST



I E, min 5 mmol/L BEELEL I, % I, %
0.00 80 20
3.00 10 2
8.00 10 2
8.50 80 20
10.00 80 20

8.4.2 RUEZSHERKM
) BT Mm% (ESD BT UH;
by FHE A fE TR
o) KT 2 S N
d) HEHE: 3500 V;
e) B E R : 300 C;
) ZWSETI: 12 Limin;
g) MBS E: 2 LUmin;
h) JEA Al AR L. 10 Vs
D AT ®A, 1.5 mTorr;
P OEYEE R E B BT A R A2,

T2 TEHEBTX. EEFBETFNMERS

AW EHE T, miz EEE TN, miz hifERE, eV
405.2>334.2 19
b BRF 405.2>334.2
407.2>336.2 19
o v 2R F-d, 409.2>338.2 409.2>338.2 19

8.5 MEx
8.5.1 &l &

FEAR RIS T, AR P SO BRI 5 P AR S S R -dy 1) O B I 1) 2 b 5 e
VB I e BR R B e N BRI T BRIy 1 DR B I TE) 2 B ZEAE 1% DAPY s EAS I 81 A AR X
TR, NS IR S R IEARHE BN B 1R 8L KA EN £40%.

8.5.2 & ¥

B FEVEBUAA B AR e AR, A B B2 e, $2 AR DAV T AR E B, Bt T
PRI R R T P R H A A 5 0 i SR Y4 AR AR A T PR e PRV L P9 o O - 0t 2
PER e BRA B EA URFAIE 1 o B 3 [ DL PR A

8.6 ZTHIRI

e ke, BRASINZGAE, SR Se AR TR BN 5E 20 BRAEAT AT A

9 HRIHERMRE

BURE 3t SE R R 5 B A bt 2B 30 (D) THE
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x—AXA"SXCsXCisXV ................................................ (1)
ASXASXC'inm

R
X —kbEF R B R, BRI T R (ughkg)

Cl PR R B B BRR- I, B BTN AEAE T (ngimL)
Co BRI FHO P BRI IE, MBS 2T} (ngimL)

C o PR FHO P BRR-d, R, BB NN BT (ng/mL)
AR SRR 0 T
APV R R - (U T

A— bR s SR T

A BRI P H B Bl OV

V—sE AR BRONEETE (mL)

m— BB, SN (@)

10 FEREE. ERENEEE

10.1 REE

ATTIEIRTIRR : . SRAIEE 1.0 uglkg, BEoN2.5 uglkgs ARTVEME R f. $RA
% 92.0 uglkg, % 45.0 uglkg.

10.2 HEMHE
ATTIEAE2~1000 pg/kgias IR EE7K P L1 [ETU 3 S 70% ~120%
10.3 HBEE

A TT VR P9 A SRR 22 <<15%, L A]AH O FR AR 22 <15%.
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