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National food safety standard-

Determination of diclazuril and toltrazuril residues in animal derived food by

liquid chromatography-tandem mass spectrometry
(HESR = AR

XXXX-XX-XX & *h XXXX-XX-XX SLJit

2 AE: SN It M EH KR W R KN OB
e NR M EE xR B A/ EERS %%
x W o o\ OB ' #H B &



1.1.1.1.1.2

it

Ll

AR GB/T 1.1-2020 (hrfEAL TAES N SE15845: AniEAb SRR g A AR BRI Y (R E
HE,



1.1.1.1.1.5

ARREERIPE
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ASCAERE T ST Er A A b i SO BRI L i R R B AL P A AU € 1% - 5 BB ) 5
Jitke

AAFE TR A B X8 W GBI FEIE. B IERIIR DT e Bk L i BRI B
BEHIE .

2 AeMsIAxH

B 1 Py 7 S ST (R R 51 P TS BRAS SO A ANAT A R 26K e, TR H 5] IS
i, AZ H IS LA RRAS & T A SO AN H R 51 Scf, oAl (BRpTA e &
FFA A

GBI/T 6682 43 #T 5256 % FH ZK FUAS AN 56 75 12
3 ARIBFENX
ARAEEA T B ARERE Yo
4 [R38

URE BB (3t SE BRI ANFE BRI TR, FH A RS PRI, [ A RSO 14k, B0 G- R BTG E
WAREE B

5 FIAna

KA a s, BrEIRFI A4, ACNFFEGB/T 6682852 H— 2K

5.1 W7

5.1.1 ZH§ (CHCN) : fhifal,

5.1.2 HIEE (CH;0H) : thifk4li,

5.1.3 H® (HCOOH) : fhifali,

5.1.4 NN-ZHIEEHBHZ (CGGHNO) = g,

5.1.5 To/KBEREN (NaxSO4) : £ 650°CHIKE 4 h, BT TIRMBPEERA, 1 MHRNMEH.
5.2 WIRECH

5.2.10.1% FHERIAW: BUHEE 1.0 mL, F/KFEEZE 1000 mL, JR2J.

5.3 AnifEsh
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HTEERA] L FEHERAIR . HITEERAI-Day FEHIERFIBN-Ds bRk S B 1295%, TIHSCHFR. T

1 CAS 545 ML A

5.4 FRAETRIRH &

5.4. 1 PRefERERVER (1 mg/mL) o FREUHE 5 ERRFNFE d 2R AR AHE 52010 mgT-10 mLAF &, K%
PR, JoH2 mL N, N-ZHUEEHELRA R, HRATERBEZZIE, 2 BECH] IR E AT mg/mLi)H e 2k
FIFIHE i BR R BRGS0, —18 °CRA T ARAE, A2 H .

5.4.2 WARMMERE A (1 mg/mL) : K5ZEFREH 70 BRA-DAFE HhER R K -Do bR IS %10 mgF-10 mL
B, JoH2 mL N N-ZHIE AR, B R R ZIE, AR BOREE AL mg/mL ) v
ERF-DANFE #h BR RN -DoAR HERE W, —18 °CLL N ERAT, A RIH1I2AH .

5.4.3 JRAFERENR (10 pe/mL) : EMREBGREMSVERINL, T100 nLA &, IR BEEZ)
%, FCRRIREEN10 pg/mLIfE S ARMER AW, —18 °CLAFIRTE, AW H .

5.4.4 WA WFARHEREE (10 pg/mL) « #EREIN bR HERE A oL, 1100 mL2F =, R
MR B2, IR N0 pg/mLIKVR & NARPRIE I, —18 °CLLA TN ERAF, ARUH3IMNH .

5.4.5 JRAMMET/ER (lug/mL) : AEMHEBURAFRUEF A 1 mL, T 10 mL F&iEF, HHERR
ZEHIRE, BCHIRIREA Tug/mL FITRAARE T/ER, 4 °CLANR#TF, BRIN14H.
5.4.6 JRAWAMRIE T/ (lpg/mL) « #EFEBUR S NARRHEF R 1 mL, F 10 mL &+, A

SRR 22, FCHBOREAN 1ng/mL VRS WARRE TAEW, 4 °CLLNRAT, BHRAH11MNH.
5.5 kK

5.5.1 [EIAHAEH:: @A CEKCEBREAAEUE, 3 mL (60 mg) , BYPEREAH % .

5.5.2 TAFLIEME: 0.22 umE HLAH.

6 (BN

TAH R - ER OIS B R AR B TR (APCD)
SR JERECN0. 01 g E0. 00001 g

HLIAL

AR

)i s

RIEREIES .

0L FE AT 10000 r/min,

SR R S S
ES e NS, RNV URE U

7 AEHZES5RE
7.1 A&

W& S i B R 1) 2 BB, G, IR

a) BRI B, AF 9 e

b) BU RS AR, A A

¢) BRI EREGL, ISINE BR L IOARHE ARG R0 Fas ke .

7.2 AHENIRE
~18°CLL FRAF

8 MELER

8.1 #=2EX
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BUAFE (5£0.05) g F 50 mL B.04F, I 10 pg/mL 18 A A ARFRE A AR 20 ul, ZA 20.0
mL FITC/KEREREN 4 g, JA0E 30 sIRAT, WRIEIRYS 2 min (FRAFRER NN LRIF IR 1) , A HEE
15 min. LA 10000 r/min &5.C» 5 min, BU&E&E FER, & 0.

8.2 ik

Y [ AH RE UM B T [ A 2L e b, IO R 1.5 mL I [E A ZEURE: b, WO A3t o S AL o
R BETBUR B - B B B AN 5E

8.3 fr L B &

K 2% B BOR A bRl TAERAR G Whsbr it TAEROE R, H OREMBEBORE N 1.0 ng/mL. 2.0
ng/mL. 10.0 ng/mL. 50.0 ng/mL. 100 ng/mL. 500 ng/mL (V& FrvEE R, HPANFRKE N 10.0
ng/mL, PUAEUEC, AL 0% - B B0 e I e o LA RRAE 55 51 A 0% 0 A T P A 0 T R EE
AKX LR HEVE AR B AR AR, e tilbrite 2k, SRIENET7FEFIAE G R AL

8.4 ME

8.4.1 RHEBRILESEELNY

a) fikE: Ce (100 mm >2. 1 mm, 1.7 pm) , BGAHSE,

b) FE#E: 35 °C;

c) ViEhAH: AMH, F0. % RIKIEW: B, LNF. BREERE T WKL,
d) ViE: 0.4 mL/min;

e) MFEE: 5 pl.

=1 ORENE R &M

It 8] (min) TSI A(%) TLsIHH B(%)
0.00 90 10
1.00 90 10
4.00 10 90
6.00 10 90
6.10 90 10
8.00 90 10

842 RiE&EEH

a) BT KRAUEMFEE T

b) FFER: FE AR

o) AT 2RI (MRMD ;
d) BTFIRERE: 250 °C;

e) BAEIRE: 200 °C;

£ INFERHGR EE: 200 °C;
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g) B/ANE: 3.0 L/min;

h) TS A#E: 10.0 L/min;
i) HAh GRS E LR,

*2 BirINESEREREIRES RIESH

) 5 B Hsf 1] o1 B r Ql Bk | flffERERE | Q3 HE
R (min) BT (m/z) | TET(m/2) V) (CE/eV) V)
i B 197 4050 334.0 19 20 11
335.0 11 17 27
288.0* 18 17 23
FEHERFIHR 4.78 388.1 248.1 28 27 28
Hb 5 B F-D, 4.97 413.0 342.0* 14 20 20
FE Hh ERFAH-Ds 4.78 391.0 288.0* 17 18 17

H: KNEEET
8.5 MEF.
8.5. 1 EMME

TEM RIS T, REEER R 10 H bW 5 R 25 N BRI G B I IR) 2 L S AR v b B s 5
HFENL RN R T 2 b, RZETE 1% LA, ELAE S e Bl U 2H 23 5 M B8 7 FROAR N 3 B 5 94 B 8zl
(A A A Y 0 HR X I P 5 P B 7 AR = B AT LA, IR ZE AN I+ 40%, U] 40 2 JRE i FR A7 AE X B
FOESIE7/R
8.5.2 EENE

HRAAE I VBN AE B, AR VA, VRS B 2 e v, 3E AR DO AR b vt 3 iORE VA VR B A v
T B RSN (R 2R A A 06 T AR S FE A28 AU 1 ZR PRV Rl 2 P o % T B S A S R VE L 1T
TE SR HU FR 478 25 94 FE AR AR I N AR TAEIEs g, PRI A RE Ja B AR B9 FE 7E fh 2R Y [ 2
P, S P BRIV S AR UE AR 30 b 7 BRI RN FE i R BR v VA0 11 22 S5 o7 W ) (€ 13 Pl 2 DLt
= B
8.6 Z ik

FRECE FAFE, BRAGIIR AR SN, K F AR R e 20 Bt AT~ AT A

9 ERIEAFEA
e 5T R RIE I BRI B R AR IR (D) 15

Gy X Cig x Ay x Ay XV x 1000
T (s X Ag X Aig X m x 1000

(1)

A
X —FE Pl Yk s &, RAONROCRET 70 (pg/ke) 5
s— R TR WARYIIR L, BN e 2T (ng/ml)
—ARAEIR R B IR, AN RER T (ng/mL)
Clis—bRHER B ARV, BRI ZTT (ng/mL)
Ar— PP DN ) T AR
Ai— KRB AR TR 5
A—BRHETE P e TR 5
A'— B E T A RRIVE THIAR
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—RBORAARR, AN ZTE (nl)
m —FE R, AT (@) s
1000 — Ffor e B AR B
e HEAIRG R EME, e s RO 3A0A KT

10 AR BB . [EMMEFIEEE

10. 1 REgE

AT 1 FCER R ANFE M ER RGBS HBRIA5 pe/kg, EEIREIN10 pg/kg.

10. 2 IEHSE

AITFEAEBENRHL10pg/kg~500 pe/kg HAFZHZA10g/kg~3000 pe/kg. B AEZHZ108/ kg~
2000 pe/kg. FEMTZHZR10pg/ kg~1000 g/ kg Nk B /KT _E BRI 2 70%~120%,

10. 3 K%

AR AR R HEIR ZE<15 %, AN FRAERZE<L5 %.
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1.

Mt & A
(ZERM)

b vE R A FNFE il BR RN L L AR R S SC 2 8k CAS 5 /AL 2 713
Fe | AR LA R CAS= 7F
1 Hb 77 kA Diclazuril 101831-37-2 Ci7HoC13N,O,
2 FE 1R BRI Toltrazuril sulfone 69004-04-2 CisH14FaN06S
3 Hb 77 B | -D, Diclazuril-D, 1632495-80-7 Ci7HsD,C15N40,
4 FE B R HH-D, Toltrazuril sulfone-Ds 1346602-48-9 CisHuDaFaN;06S
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Mt & B

(B

k3)

b 5T BRI AN RS e AR AR VA R 22 SR e ¢ 3

b 58 BRA AL A BRATA S e A AR AR v VBCRAALE 11 o 3 1] JLIAIB. 1

x10,000) (10,00
1.00 -JZHEETER] 405.00- 334.000) CF: 200 :Slgﬁhﬁgf§$ i 398.10~288.00(-) CE. 17.0
] HETHA [, FEARBAI,
1 405.0=334.0 1 388.1=288.0
0.75 ]
] 3.0
0.50 4 ]
] 2.0—_
0257 1.0
0.00 4 0.0
— — — — —
o0 40 5.0 B0 trin 40 5.0 RO tmin
£y (10,000
150 _:Eﬂ%ﬁu 006.00% 335.00(-) CE 17.0 :ﬂtﬁ%&g 15 2601024610 CE. 270
5 HISTHEA) : FERY BRI
125 405.0:335.0 | 197 388.1>248.1
1003 1
3 1.0
075 1
u.sn—E 1]
025 1
000 ] LY
T+ T 1 T T T
40 5.0 B0 t,min 40 &0 B0 trmin
{¢10,000) {100,000
JE:413.00- 342000 CE 200 2.5J17381 00= 288,000 CE: 18
] TR D, ] FEahBRAIER-D,
1.5+ 413.0=342.0 204 388.1>248.1
1 1.5
1.0—_ E
] 1.0
0.5 3
] 0.5+
0.0 0.0
— — . — : —
40 5.0 RO tomin 4 &0 80 trin

FIB.1 bR UEyA R AF M ST ERA ANFE R ER A (2.5 ng/mL) K AR (10 ng/mL) HHE S 7 =i i




