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National food safety standard—
Determination of rafoxanide residues in animal derived food by

| iquid chromatography— tandem mass spectrometry
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5.1 Xl
5.1.1 4JfF (CHCN) : i,
5.1.2 HEE (CHsOH) : fajfaf,
5.1.3 &K (NHsz* H0)
5.1.4 HE (HCOOH ) .



1.5 =4 (CeHisN Do
.2 RRECH
C2.1 0 0.1%ZKIER: BE/K | mL, F/KFFES 1000 mL.
2.2 1% =R CHEER: W= 1 mL, F ZBERFEE 100 mL.
2.3 25%EALMEE: BEK 25 mL, FH ZRERBEE 100 mL.
2.4 S%HROEER: WP 5 mL, HEMFEE 100 mL.
.3t
PLEAHIA% (Rafoxanide, CioH;1CploNOs, CAS 5@ 22662-39-1): 58 =>99.0%.
5.4 FREBREIE
5.4.1 FrAEfE: DB bR e oG & O TA 20820 10 mg), FEE e, A2
SR E AT 10 mLAR G R, FOH SR E A 1.0 mg/mL ) BARR NI AR HE g 25 .-18 °C
A7, AR 6 MH.
5.4.2 FrAEPE: KSR 1.0 mg/mL FRUEBEIIRARHERE & 1 mL, F SRR IR
2T 100 mL AE s B, BRI N 10 ug/mL (R REBEII AR HE TAEW. -18 “CHRAE,
ARW3IAH.
5.4.3 bRt TAEM: FE2EEL 10 ug/mL BB AR #E TAER | mL, H ISR E 2
T 100 ml AR BHET, BH RN 100 ug/L FIARHE AR, 2~8°CHfs, ARAIN 1
MH.
5.5 ¥
5.5.1 JRABIGEIIES 7 A EAHAHUE : 60 mg/3 mL, BUH 2%
5.5.2 ffLJe TIENE: 0.22 um.
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6.1 AH - R IR B A . T FEL B 55 S T UR
6.2 43Hi R B 0.000 01 g FEE 0.01 g.
6.3 HAEHIBEGE

6.4 BHL: ¥ 5000 r/min.
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7.1 R
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a) By AHARE S, PR R .

b) BB AR, N R

o) WU ARES, ASINIE R IR (AR HE TR AE v A I .

7.2 WEHIRE

-18 °CLL N RAF
8 JNE LR

8.1 1EH

FREGERE (24£0.05) g, B T50 mLE WA EQE T, IN10.0 mL 1% = 24 ik ZIEVER
W EIRAIL min, # S HEEL0 min, 5000 r/minEs 5 min, W4 FIERZ 5 —50 mLES L&,
FRIEN10.0 mL 1% = & LIS, EEIRE—IK, AIHFMR EIER, R, BUHEHOR
5.0 mL&H

8.2 At

TR A Y iR 25 1 A8 46 [ AH A BORE FH 25% 280 S S s muis ik, B g i, Ha
JiE5 mLtkde, T, FH5% IR LGRS mLBeii, WAEBEMIR, 45 *CKBERT.
ANFEE2.0mL, WAHEL miniEf#TRRY), TALIERBGL I8, LR G- 5 B A 5E .
8.3 FR/ERMZHHI&

25 L0 po/mLAT100 pg/ LB AN by vE T AE G B, FH PR A TR I | SO R TR vk
FE 3 40.2 pg/L. 1.0 ug/L. 5.0 pg/L 20 pug/L. 50 pg/L. 100 pg/L. 150 pg/L & 5kR#E T
PRV B, ARV (- B R R g o LA 2 W g I8 (R RFALE 125 o7 € il e [
FONARRR, ARV BRI A bR 2 b v 2o SRIBIA 7 RERIAH O R4
8.4 Mz
8.4.1 HHEBESERMEF

) il Ciehk (150mm>2.1mm, KifEl.8um) , B3

b)  #:if: 30°C;



¢ R 10 L
d)  iE: 0.3 mL/min;
e)  shAH: A: 0.1%Z /KB, B: FEEL;

£ BREEURML: SRShARER BRI S 1 AR L.

®=1 BBEER SR
i ] A B
min % %
0 70 30
5 0 100
8 0 100
8.1 70 30
10.0 70 30

8.4.2 RiESEEMH

a) AU EmIZE (ESD &k
b) AR FEFER

o KT RN

d)  WiZEHE: -4500 V;

e) BT 550 C;

) FAES (Gasl) : 379 kpa;

9 HEInHVRIES) (Gas2) : 234 kpa;

h) S#AJE7 (Curtaingas) : 241 kpa;

D MNKZGYE PER TR e BB NS RO I 25 e Rl A e R WL 2.

T2 MBUIENEME T EEB T AN EHFBEMMIZEES
n P Bt SE 5T FfFEHE il i R &
52 009 44 FR
m/z m/z \Y eV
623.7>126.9 -110
TUL TSR AN flc 623.7>126.9 -100
623.7>344.8 50
8.4.3 MEE
8.4.3.1 FEMMZE




FEAH RIS, URA VR b BRI e 5 TE A o A VL - BT AT i F) R B IS 1) v 22
FE£0.1min LN BRI B B2, S S5 9R BEAR 2 (R IE AR ARV TR O B8 7=
—3. HAVFRZE N +40%.
8.4.3.2 EEME

BORRHA AR HE IR, MRS R SR, $AMRiEE & . ArdE IR SRR HA
b3 (10 ) [ 59 2 E AR R I AR 2R PEVS B 9 o 76 B BUAR il — R RIS 64, Fif
VEVBURFE B9 T B 1 2 LB SRA

8.5 ZFHIXI

oA Fakl, BRANINZG AL, R AR R 5E 20 B AT PAT #AE

9 ZRitEMKIE

BURE R BRI P 5 B R b kB2 3 (1D 5

AxCsxV1x]73
X = et (1)
AsxT2xm
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X— bR PR R AL, SO BOEAE TS (L) s
A R 00 T

A bR PO R T

Co—tRAE L BRI FE FO MO, BN T (Lg/L)
Vi B 19%= 2B LB RIS, HARAAETE (mL)
Voo AR EU IR 5 IR A B, BN ZETE (mL)
Vs EHR S ARG, G (L)

m— SRR RO, BRIAE (o)

PEe EARDITATIE S R EA TR, 8 3 R A

10 AT RO L HER RE AR 5

10.1 REE



AT F BB PG HE PR 1.0 pg/kg, s PR 2.0 pg/kg.
10.2 EMWE

AR5 R 6 2 L 2R 2E 52,0 po/kg~20 pglkgs 2 AL 2B 2.0 polkg~60 glkg:
4:15%2.0 g/kg~80 polkg: =FAI2.0 po/kg~200 po/kg: SEAT. 2E'52.0 g/kg~300 o/kg:
fIEHi2.0 po/kg~500 po/kg¥s Mnig B 7K E R RIS 5 70% ~120% .

10.3 BEE

AR T7 A I AE BRI 22 < 15%, LR AH X AR A 22 <20%.
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XIC from dmla20210715.wiff (sample 52) - std1ng/ml, -MRM (3 transitions): DMLA 1 (623.7 / 126.9)

Intensity, cps

XIC from dmla20210715.wiff (sample 52) - std1ng/ml, -MRM (3 transitions): DMLA 2 (623.7 / 344.8)

Intensity, cps
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