ICS 67.050
CCS X 04

iy

0

&
}HJ
)
/
=4
|
H
H

7|‘le§

GB 31658.21—2022

BRREERIRE
MR fa R e R 5% B8 = R ZE
RHBIE-BERIE
National food safety standard—

Determination of levamisole residue in animal derived food
by liquid chromatography— tandem mass spectrometry method
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BEREREERKRFRE
BEERPAEREKBEKBENNE
i 8 B - B B R

1 SEE

ASCHERLAE T Sl W £ i v 2 e K ke P A 0 ) <A AR IOR € - 8 R B I E Ty ik
ASCHEE T4 8 A SRR JULPY I | B JUE R M 2 20 e 7 T K e o B R A

2 eS| A

A SO A PN R SR A RS T TG SO SO AN T A A, Heh T R SISO
A2 FUIRS L 9 AR S T AS S 5 AN T F3 A9 51T ST HE 35 RROAS (R 45 B A 19 48 e 300 36 T TR
3t

GB/T 6682 41 55 5 % /K RS AR50 T7 ¥

3 REBEBMEX
AR SR AT 5 B B AR TERE S
4 R

TURE R R B 20 WK e L FEBRE A5 F T QR S RAR B 0. 1 mol/ L R R ¥ IR AR B, 1 5 2 B 25 152
A [ AR A€ BORE A6 BORR 35 - A3 R B0 D00 7 L ARk S

N

5 A

Wk 5 A7 L RE A o BT A R0 24 M al L K R 25 & GB/T 6682 MLAE B — 2K .
i

ZE(CH,CN) .« (3 4l

FEE(CH, OH) : {04l

R (HCOOH) . (a4l ,

R TR (C H O,

TCIK IR (Na, SO, .

B IR S 4N (NaHCO,) .

B AN (Na, COy) o

R (HCD

/K (NH; « H,O),
RN A
1 iR AR RNA W UK 100 mL, inJE 7K ik 2 04N 25 AN A o 1k BT 5 W, 90 B .
2 BRTR AN A BUK 100 mL, IIAR 98 6 25 RV A oA 1k o B0 3 Vi, S0 R B
3 BRERER % vh . UK R A AN AN VA T 90 mL BRER AN FIVE TR 10 mL. IR 2T,
4 0. 1mol/L FHERVAE W - BUERFER 9 mL, /K BEZE 1 000 mL.IRAT.
5
6

O OO ~N OO O ~ W N —

A9 FZ K B B K 4 mL, R EER B2 100 mL R4 B BLRL .
0. 1% F RV W BUHF R 500 pL, /KA B E 500 mL. B2,

AR A L A A A L L L A LR A I L Al

[N N R G R G I G I N B O I e e e
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5.2.7 10% ZIEWBRYEW - B Z NG 10mL, 0. 1% H B /KIS WA FEZE 100 mL.IEA] .
5.3 &M

8 R 72 e WKk Mk (Levamisole hydrochloride, C,; Hy, N, S « HCI,CAS 5 :16595-80-5) , & =99 %,
5.4 HAEBREHE
5.4. 1 it A TR - HBOER 192 2 5 WK Ma s o 3 ek CRE Y 1 A2 HE DK IR 24 10 mug) A5 25 Bk , i HY o ok il %
SRR E 48 2 10 mL 2% RN B A MOV B 1 ma/mlL B 22 HE WK BR MERE 4. — 18°C {817 A7 80
6 MH.
5.4.2 KRl AR A % BUPR MEGE 45 1 mL, T 100 mL 280, JH Y I B 22 20 %, I5C o ok vk 8
10 prg/mL Iy 22 BEPKMRARE TAEWR . A°CORAE AR 3 M H .
55 ##
5.5. 1 RGRIMHE 7 A4 FIAHZE A : 60 mg/3 mL, BUAH Y # .
5.5.2 BHEHT,
5.5.3 fhALIB LML 0. 22 pm,

o

R
YOUAH €5, 335 - £ IR SBT3 4 - T H M 5 L B U
SAHT R R 0,000 01 g F10.01 g,
T TE VR A 4
T E PR 7
1o R VR B O ML e 3 ==10 000 r/min,
[ A 25 U
HIRAL

< - N N < < B < PR o )
~N o oA W N -

~

HENHESRE

~

s E

YBE 0 T i i R ) 2 P e 2 R, L R A

a) WO B AR A A O R 5

by R 9 R AR s R

© G A FURE S TS I VR B A bR VA AR S S aURE
7.2 RERF

_18°C u?{%ﬁo
8 MESR
8.1 &

Wk 2 g(MER R 420. 05 @), T 50 mL RNM &0 b UIR WA L 5 78 60 °C KR T gk 20 min),
TN — L P B 2 5, IR BR 3R 22 7P 0. 5 mL, JL/KBRIRAMN 2 g, ZWR £ g 10 mL, i® i€ 1 min, ¥E&7%5 min,
6 000 r/min B0 5 min, LR LR OFEER ) — B0 SR LR W 10 mL HA AR — U & IF MR
FEEE .M 0.1 mol/L TR EM 5 mL,#E ¥ 5 min,6 000 r/min &.0 5 min, W FEKMES —FHOLE T,
A AU N 0. 1 mol/L R MR 5 mL A A H— K, & I MR A BUR , % .
8.2 &k

U & 50 BH B - 5 400 [ AF A% BURE AR K FFBE 3 mL. 0. 1mol/L $RMRIF W 3 mL 1G4k, B F W
R HIZE 1 mL/min~2 mL/min, KK HK 3 mL.FEE 3 mL #PE, 1,4 % 2K FEEER 3 mL ¥k
JBE T R VE MW 40 CTF AR T, F10% W MW 1.0 mL W MR/ Y, 875 1 min, if

2
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0. 22 pmfdfFLJE T 8 BT A VA €0 33 £ 3K T35 {30 o
8.3 EFRITAEHRAEMEHNH &

1 % WObS E T /F WO3E &, R WA RS, I I Rk B 4 5 M 10 ng/mL, 20 ng/mL.50 ng/mlL,
100 ng/mL.200 ng/mL F1 500 ng/mL [ RN FRHEG UL , 25 HL 100 L, 43 00 0 T 28 $ MR ¥ 4k 20 BR Ak 3 1Y
25 AR P, T 40 CREAARR T JH 10% O PR AKE 1. 0 mL W5, B7A 1 min, iR,
Fic e 43 50 1 ng/mL.2 ng/mL.5 ng/mL.10 ng/mL.20 ng/mL # 50 ng/mL A3 5 U FcAx v 7%
W o 3 AL JE e U8 R AL VR € 33 - AR IR BT S A . L e K A R i S JBT o € 3 06 TR R R DA A L R BT
DT THC A7 74 3 Y VA 35 A A A b, 2 o R BT DC E AR o 2 . SR ImTUH 5 B R AR G R 4K
8.4 Mz
8.4.1 ®HEBESEEH

a) IR C Bi%AE (50 mm X 2.1 mm,1. 7 pm), BAH2SHE;

b)  AEHR 35T

o HEFEE .2 pl;

d) W .0.30 mL/min;

e WA A 0. 100 HERI W ;B g H B s B BE VR FR Y L3 1.,

®1 HERRER

R ] A B
min % %

0 95 5
1.0 95 5
3.5 5 95
4.5 5 95
1.6 95 5
6.0 95 5

8.4.2 RiLSEEH

a) BRI R

b) AR R

o) A 2 R N W

D BT 150 C;

e) B 500 °C

D EBHEHRKE0.8kV;

g) BB TN B 0k RO FL R R R 8 R LR 2.

xk2 ERMEHYRESESH

e 4 - . 2

m/z m/z \V4 eV

2 e b 205.0>178. 1 205. 0>178. 1 59 20
. .

* 205.0>123.0 26

8.4.3 ME*
8.4.3.1 FEHME

TE TRV AE I A5 PF T a0k 5 980 v 7 e A ma 1) % B ] -5 35 g DC J5C Ao 4 T A 908 v A9 £ B ek 18] A1 X i 22
FE 2.5 0 VLA, EHLAG TN 21 A9 ARG B 2 B2, 0 24 55 9 B2 AR 25 1 6 S DT JC AR v AR O 8 - R R — B I
FeVEIR 22 BLAT & 3 3 K,
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x3 EUWINBEANBEFFENERLFIRE

AR E S
AT B8 - 3= B TV 2
>50 +20
>20~50 +25
>10~20 +30
<10 +50

8.4.3.2 EEMNE

SR VA JB0RI A IO 1 2 J5 DT JC s v T 9 AR Pl 2 s S T L 42 S ik L 06 i B E i 6 Jo DL A
Y AR 8 L A U T v ) 72 G A e i 37 {5 o7 7 (SO A I ) 2 VeV TR . A B O 3 - B0 A5 1R T, 2o i
I A 258 Jo DC C A 7 98 9 1) R i B T T P LR SR AL
8.5 =HiXE

RS I asORE A o R T 5¢ 4 AR ) 5000 5 A0 BR R AT 00 7E

9 ZARiITEMRIR

R R R D B B R R b v i 2 A (D IR

C, XAXV
X A X m (D

v

X — iR v 22 e A e % B i 4 BB S D e B T v (g k)

A 1R P 7 TR K S 1 W T A

A JE 5TV PE AR M T R R A e R A E e T 0 T

C o~ HE T VT P s v 28 9 P 22 TR R e 3k 2 %) 51, B0 44 3 3 22 T (ng/m L)
\% I ZARX R E A BB, B N 27T (mL) 5

m —— IR T R, S ()

10 BMAEREE EBHENFERE

10,1 REgE

AT IRIER A 0.5 pg/keg. ERERHK 1.0 pg/kg.
10.2 HEHmE

ATy B2 TRE WK AE LA B IE AR DT 202 1. 0 g/ kg~10 pg/kg BINH BEZK P BB IR 60 00 ~
120%,10 pg/kg~20 pg/kg WM K LA Ry 70 %6 ~110 %0 s FEAFAEAL 2L 1. 0 pg/kg~10 pg/kg
AN BE K P By R 6020 ~ 12020, 10 png/kg~ 200 pg/kg ¥ fHk BE 7K ~F b @ [y 7026 ~
110%.
10.3 HBEE

AR T3 A VYRR S o g 22 <220 Y o A1 ) AR X AR v O 22 <<20 %
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xR A
(FHHE)

ERERMFREERLEFERSEFISTFRERILZE

i Tiré WK s JF IR S5 DG TRC AR VA TR (2 ng/ mL) FRRAE B 5 B i (435 B WL AL 1,
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LTI T T T T T 77T

n
oo

3.46 NL: 5.57E4
m/z=177.61-178.61 F:
+ ¢ ESI SRM ms2
205.130
[123.039~123.041,
178.110~178.112] MS

MSTD2PPB

1.28 1.83 2.04 237 272 329 3.68 4.10 441 4.65 5.02 5.87

t,min

o
3
S

3.46 NL: 2.05E4

m/z=122.54-123.54 F:
+ ¢ ESI SRM ms2
205.130
[123.039~123.041,
178.110~178.112] MS

MSTD2PPB

082, 153, 198 223 302 326

S

3.76

J 1\

t,min
1.0

B A1

1.5 2.0 2.5 3.0 35 4.0

2o e WK R B B R L EE AR R R IE B F ;R

6.0
1% & (2 ng/mL)




