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ﬁ n 2 EEKIRE
SEHRAEEKKZBE/NE
BHHBE-BEERIEE

1 SEE

ARSCAFRLRE T 8 E r 7 e K e ke B e G I 114 S A R RO €5 — R BB B M RE O vk
ARSCOFIE TSR G 3 RS 8 69 1 2R 695 2 TP 20 HE WK 5% B 0 R HAt 8 2R A A T 2 R T

2 WMeiEsSI A

BN SO H G P 23 A S B RS S | A AR SO s AN T A B S Here T TR 51 R SCE L AL
1% B3 L A RROAS S8 FH A SO s AN B0 51 SR e ds i RAS CRLEE BT A 08 0 o) o FH - A Sk
GB/T 6682  4r#r 350 % FH K #LAES ik 56 7 v

3 REBEBMEX
RSB A T B E AR TEFIE L,
4 R

TG R L R QR HRBURFE ik B E’Jz“nﬁﬂe%ﬂﬂé LU 276 $h 82 I 2 B FR A FHES 738
[#51 R 6 BO/INAE v A YAH €0 3 — R B R i A L PN AR

S AN A

Bk 55 A LW A1 BT FAR R 24 2 B4l 7K o GB/T 6682 HILE 19— 2K .
K7
25 (CH,CN) . A 4
HEE(CH, OHD « (A 4l
2R B (CH,CH, OOCCHS) ; {83 4li
HI R4 (HCOONH,) : (A i 4l ,
R (HCOOH) : f gk 4l
EhR (HCD :36 % ~38%,
K (NH; « H,0):25%~28%.,
W R S 4N (NaHCO,)
B R 4 (Na, CO;) .
10 TR B IR M (Na, SO,)
2 BEEH
2.1 0.01 mol/L RS (F 0. 1% iR - BL 0. 63 g IR & M 1 mL W R, I /K ¥ fift I i B =2
000 mL,
2.2 0.2 mol/L PR - B 18 mL R =& Bk /KB ZE 1 000 mL,
2.3 MR ER A ANV T UK 1 000 mL, AR R S8 2 NV 0 Ik .
2.4 M RIRR BR AN UK 200 mL, JIRR R AN = R IR AR M I
2.5 BRFRFRZE MR- HL 900 mL FH AR B Z ANV IR 100 mL 46 G R B I W TR 2 .

O OO0 ~N O O ~ W NN —

1
1
1
1
1
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1
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5.2.6 5% E KW EW I 5 mL &K, PR ZE 100 mL,

5.2.7 MWW B 10 mL 2, FH 0. 01 mol/L R /KE W (& 0. 1% WO B ZE 100 mL,
5.3 #REM

5.3.1  FRfES  EL W 22 E WK M (levamisole hydrochloride,Cy, H;, N, S « HCL, CAS 5 :16595-80-5) 5% %5 %4
HAUEBRAEY B AR KT 98 %

5.3.2  NFrY . ELE 25 iE K ME-D. (Levamisole-ds Hydrochloride, Cy, H; D; N, S « HCl, CAS 5 :1246819-64-6) ,
i KT 98% .

54 HREBREHES

5.4 1 72 HE WK M AR I i 5 VI - B R TR 7 TE WK 1 A o i 3 e CHH Y T 22 BERKEZY 10 mg) K 2 Bk, FH HY B
BRITMBES T 10 mL ZH, BOH & B0 1 mg/mL 1Y 22 Tig WK e bR E i 25 W, — 18 °C T AR A7 A7 &L
WeAH,

5.4.2  [RI7ZE PIARAE A T BUER R Ae BE WK ME-D; ARVE SR 2 1 me K EAE . I BIRMITRBEEAT
10 mLZS 5 Be Ok BE S 100 pg/mL (3R IR 70 e WK E-Ds [R] 7 38 AR 25 W, — 18 °C N ARAF . A &80
6 1™H.

5.4.3 7 WK m AR o v E] VR < RS 25 S 1. 0 mL 22 TE WK AR HE A A AW, T 100 mL 25 &0, I B 45
B i BGHR BE SR 10 g/ mL B 2 i@ WK I s o )9, 0 °C ~4 “CORAF AU 3 41

5.4.4 RN FE AR ENE R BB 1. 0 mL A R ARG W, T 10 mL 25 5 i H B 4, B
B FE R 10 pg/mL W ER R Zc EWKME-D; [/ A2 2 AR I .0 °C ~4 “CIRAF, AU 3 1,

5.4.5  ZEHERKWEAR UE AR AE B AL M 5. 0 mL 22 e WKk bm o b () . T 100 mL 28 B0, FH /K i B 10
B FE N 500 pg/L B 22 EWKME bR vE TAEW .0 °C ~4 “CARAF AR 3 .

5.4.6  [F 2 AR TAEM R BB ECL. 0 mL [FA7 2 AR I, T 100 mL 25 0, F KA B, T il 1l ke
FER 100 pg/L By ERER A2 g Wk me-Ds [FIAL 2 W AR AR .0 'C~4 CIRAF . A& 3 JA.,

5.5 ##

5.5. 1 [EFZEE(SPE) I A BH B T 28 e [ AH 2 B . 150 mg/6 mL, s AH 2 2%,

5.5.2 JERE.0.22 pm,AHLAR.

o

& ik &

VBUAH €5, 33— = DU AR R I BT A C HL 55 B T IR (ESD
SIHT R B 0.01 g B 0.000 01 g,

I

B HL L HEAKTF 4 000 r/min,

R RS Wl R

AR AT AL

ATETR 51 4% .

ISR A LA L =
0 ~N O O BRW DN =

~

HEH &S RE

7.1 W&
B 7T o v Y = s & L R R IR A2
a) - B B R A L A O I RCIRCRE 5
by B A R a1 D 2 R
o U S FRE L U8 INIE B BE A AR HE TAR R A D =S S s
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7.2 KEMNRETF
—18 CLL F-FE

8 METR

8.1 RE

FRIGEHE (5. 0£0. 05) g. T 50 mL B0 o A FAL R AR TAEW 100 pL B B2 6 22 vP B 1 mL,
WHEIRA] . IMAZBR B 20 mL ., JC/KBREREH 5 g, mIEIRA) 1 min, 3% 10 min,4 000 r/min B.0> 5 min, H
FRCBROBET 5 —E.0E P RIEMA 0. 2 mol/L R W 10 mL,¥&+FE 5 min, 2L 4 000 r/min &> 5 min,
BFEERBERT A —BLOE., ZROEZETEIA 0.2 mol/L #H#R 10 mL, EREFE 1 K. &I 2 IREHL
w5 H
8.2 #&ik

MU EE 5 mL 7K 5 mL.0. 2 mol/L 52 5 mL X MCX H: #4736 1k, A Fr i i . BOA F ot A,
P H7E 1 mL/min~2 mL/min. KKK 5 mL B 5 mL #k¥E. 1 5 %0 &K F BEER 4 mL 2R I
RV, 72 45 CARBTHAIREIE T, HOE- W R W 1 mL .33 0. 22 pm IR AL AH
T — = H PO BT H R B AL o T
8.3 tREMENHE &

K% m L 500 pg/L ZEHERKIRBRE TAEWR A 100 pg/L 38R 22 € WK e-D; AR TA/E S = S0 -
P TR i 17 Y R T 1) o 7 T WK Wk 9 B 28 1peg /12,5 g/ 1.5, 0 pg/ L. 10 pg/L.50 pg/1..100 pg/L, 1R
e BEWKE-D; R E R 10 pg/ L 1Y 28 50 b5 1 1 980, I FH B0 IC 36 9 A € 33 — = o DU AR AT B BB o i A o2 . LA
7 e WK I 55 PR B A ek DA TET R LU A N AR R | T DK S A o A VR R Dy AR R L 42 T T T 2
SR [l 05 77 P2 FAH OC R 2L
8.4 ME
8.4.1 mHEBESEEH

a) IR C (50 mmX 2.1 mm,1.6 pm), B PERER 243 ;

b)  UBIAH 0. 01 mol/L HMREIKEW (& 0. 10 H - (90 2 10,V/V);

¢) VR#A:0.3 mL/min;

& HEE 40 C;

e)  HEFEE .S pls
8.4.2 RiESE&H

a) B FUR L HSE R T(ESD

by  H# I EE T

o) il Iy 2. 22 I (MRMD

DGR TR R I A R Al R A 3 AR A Y A SR T e DA B R

JE 35 B A I 20K

e)  THAIREE 300 C;

D FEAES:275. 8 kPa;

g) TS WE:10 L/min;

h)y  EBHEHE:4 000 V;

DB E PR R X R R R (FP) (R SR i (CE) W3R 1,

Rl ERUMREEAERKE-D HEEEFH . EEEFH BRUBERMIEEESEE

O

N ERETA, | MR TR L I i (R E T I
H B AR & W 4 Bk 4
m/z m/z \% eV min
205.0/178. 2 20
ESI™ 75 TE WK e 205.0/178. 2 116 2.06
205.0/91. 1 44
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x 1 (8
- JE BN TE VBTN RS R ilf 48 fiE {1 B8 Bf i)
mEE | AWARK v = s "
m/z m/z Vv eV min
ESI™ 26 THE WK k- D 210.0/183.2 210.0/183.2 130 20 2.02

8.4.3 ME*x
8.4.3.1 EHME

FEAR TR 25 A7 3R V0 R v 2 T WK mae 5 PN s (2 T WK e ) 1) £ B I [B] 22 L 5 s M T W v 2 i
I 1 5 T P B (22 e K -, ) 4 (% B I 22 b Al 25 7 1 %6 LA PN 5 ARG 0 291 A 4 X6 28 1 = 3 1 45 9 3 A 24 1
e TE A HE TS WRATONE B 5 B — B0 oA 22y £40 %0,
8.4.3.2 TEEMNE

SRR 0 YRR AL I 10 s 9 A VAR o B o B 2 AR U L e PR T it o R VA VR s A A VAR v e o e
EEW%%{k%mfﬁﬂfﬁ&%&%m%imﬁwoﬁ?ﬂﬂ*&%%%ﬁ%iﬁﬂ&%%%%ﬁ
T0 BRI, 7 458 BBCRE AR 4l 24 0 ke 5 R T2 185 o PR b A R 1 I e AR A YRR BRI A e R e 1% i 7 A A 2%
L TR P S XTI R 1R 20 THE WK D 1) k3 5 A o il ) £ v B R R A e K k-D; Wk — 3, 7R R A

TR A5 A TR o 2 T K A R 2 T K WS- s M V8 VR 1 R AT 25 1 IO 3 1 LB SR AL
8.5 =AKK

IZS FRE S BRAS I 25 90 5 R F 58 44 ) R B4 20 SR E AT P AT #R1E «

9 ZRUHE

TR R 70 T8 K P 1 1Y B B B o il R A X (D AR

AXA,, XC, XC;\, XV
X AL XA, XC'iy Xm )

X

X 3R v 22 e ks 5 BR B A B0 L B R e B T T (g /ke)
A ——ﬁ#m&mzm%@mm s

i ﬁ@*ﬁﬁ%%ﬁm,

C, VA A T K e e B AR B R B T (g /D)
C.. Aﬁt#{%{wlﬂmﬂw“ﬂﬁg&ﬁ B R TR TR (pg/ L)

\%4 FE R BB EAE A Z T (mL)
A.A—ﬁ#§m¢WHM%ﬁm,
A,

C’,

VA T WK A g e TR AL

YV YR PR R B B B, B R T e B T (g /L)

m AR BT B, SR 5E () .

TR R LA I E S R AR EIEER T RANT 1 pg/kg WIS 3 M ABET 1 pe/ke DL /MK
HJR 2 0.

/

10 BMFEREE  EREMBEE

10.1 REE

R BEEPLRERKBE AR HBR N 0.1 pg/kg, EEMR A 0.5 pg/ke.
10.2 EmWmE

TE 0.5 pg/kg~5. 0 pg/kg WK, & & A2 He bk me iy I %y 80 % ~110%
10.3 HBEE

AR T A P R A o R 22 <15 V0 o TE] AR X B v O 22 <<20 %%
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WOR A
()

A TERR AN ZZHERKE-Ds FRER R BIIE FRERILE

T R A R A T R D b A AR AL B 7 R € B AT LT AL T ORIAT AL 2,
WL

f, min

t, min

Al EREMBIRERRFES FRERIERE (2.5 ug/L)
3L 3

t, min

B A2 ZREKE-D fRERBHNFIESFREBIEE(10 po/L)




