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HOZMEERMPARKMEZESN
ME KHBABIE-FIE/RIEE

1 EHE
A SRR T B TR R 2 JE K e A BE R 1) VRORE (23 - R /R A I T
ARXHEHTA> BEERN . EENIE EE U EE T A 0805 sh P IS 5 b 22 gk
s 5% B S I e, HL A B W R PR S IR T
2 eS| B
B S ARG P2 A e S G RS S R T A A SO s AN T AR ARk . Herb,  H I 51 S
1 AN 5 B R 8 A 38 T AR SCPF s AS T H 8951 SCoF , Hodgos B (6045 Fr A 1046 ok B0 ) 36 T AR
PIgLoN
GB/T 6682  43Hr 5% 55 25 H 7K A% F 55 Ty %
3 RiEMEX
AT TR ARTERE X,

4 R

TR R 70 T K 1 5 P 22 N R BB, R IR 2 I AR A6 G AR SR G - B/ TR I D R, AR A

o

e

E

5 I A AL

BRAE DS A UL, BT R 3 8 2 4, K I GB/'T 6682 BLE i) — 2K .
5.1 Xl

5.1.1  ZHE(CH,CN) : a4l
5.1.2 HEL(CH,OH) . fo 4l
5.1.3 HER(HCOOH) : fo ik 4li
5.1.4 W R4 (HCOONH,),
5.1.5  Jo/KE R (Na,SO,) .
5.1.6  Jo/K B AR EE (MgSO,) .

5.2 & ikELH

5.2.1 10 mmol/L HE4AI (& 0.1% H#R) B 0.63 g FEREA 1 mL HAR /KIS G £ 42 1000 mL,
522 CLNE-WRS%ER B 5 mL 4, 10 mmol/L HERE W (5 0.1% HE)F B ZE 100 mL.
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5.3 #tRAEmM

5.3.1  FpifiE fih - £R R 22 i€ WK M ( Levamisole Hydrochloride, CAS 5 :16595-80-5) , 4li i KT 98% , s &4
TERREY) T

5.3.2  NFRY) : 82 22 e Bk ik -D, (Levamisole-Ds Hydrochloride , CAS 5 : 1246819-64-6) , 4 i K T 98% ,
B UEAR ) T

5.4 #RAER KA H

5.4 77 e DK A v i A A VR A T AR < VEE AR BRI 11,78 mg h TR 2 € K R B o (A 24 T2 10 mg 2 gk
M KB ZE 0.01 mg) , JH BV M IE R BE A T 10 mL 28 5, 150 0 A 22 Jig e mee 3 B v 2 R 1 mg/mL 19
PR fl 5, — 18 ‘C M RAE, A3 6 1~ A .

5.4.2  [A0 2 I AR Aifs A5 W - B PRI 1 mg b iR /2 Ji Wk e -D; b 7 i CRE 8 22 0.01 mg) , H P B35 i 1 7
BB T 10 mL 255, e i o 86 R 20 e K e -D; BT/ R B2 o 100 pg/mL BYFRERE £ K, — 18 'C N IR AE,
HE 64 H .

5.4.3  F7JE WK IR R o R 1D VA VR R RS L 1.0 mLL 22 JE WK A 6 A5 W, T 100 mL 2% O, R R AR
25, TE 3 2 T IR A S MK A 10 pg/mL AR E R RN, 0 C~4 “CIRAF A 30 3 A~ H .

5.4.4  [Fl{; N BRI W RS RSB 1.0 mL R 28 P9 AR B A5 VA W, F 10 mL 28 BU, A H B E 4%, D
il B 1R 2 @ K kD, B B VR A 10 pg/m L A9 R 2R AR P R TR, O C~d CHRAAE A R0 3 4 H .

5.4.5 77 e WK RS E TR RS % A ML 1.0 mL Zc Ji@ WK A o v (8] 9, T 100 mL 25 &0, ] & i 7 L L
il o 2 T K e o R R 100 g/ L AR HE T AR, 0 C~4 “CIR- 17 A% 14~ H .

5.4.6 A0 2 AR TAEWR AE %A H 2.0 mL [WA2 R AR T RDE , T 100 mL 25 5, FH 6 3 B, IC i A
AR R A2 e WK sk -D, R A 200 pg /L TR R R TAEW, 0 C~4 CIRAF, A 30H 14 H .

5.5 ##}

5.5.1 /BRI (Cog) , B 40 pm~60 pum.
5.5.2 N-NHZ “J(PSA),Kifd 40 pm~60 pm,
5.5.3 1 BB (GCB), k4 40 pm~60 pm.
5.5.4 JEMR.0.22 pm, HHLER .

6 ILI[/FIEEF

6.1 VAR I - BT/ BT« T H 55 B IR (ESD) .
6.2 JrHrRF-: Bl 0.01 g A1 0.01 mg.

6.3 UG,

6.4 HETAE:F AL T 10 000 r/min.

6.5 WHEIR -

6.6 IR B AL R KA AR T 10 000 r/min.

7 AEHESRE

70 KPE BER . EENE B
M fi TR 38 23 U A AR RE i 500 g, 2 S8 W L8 48 , 29 50 20 L 07, 70 1) 2 A3t e ) 5 6
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N, % B IO ARl , — A iR, — I E A& L 0 0 T — 18 CR LA SR R A7
7.2 BEF

WO A AR PR Y 500 g, B LT Ia FEHR AT, B 51 S PG, 23 2 AT VR AR AR A B T
Gl , — A iR, — 3 & T, 2000 — 18 ‘C R AT & AR 7T -

7.3 W MEE BER
XF T A5 Al B B R A TR PO DL T L CE TN AL 60°C YK I R R, BE R )5 e A =
XV VR 9 0 IR B R TRR SE ORI ).
B A AR i 500 g, FEAM IR 2T, 34920 3 M 003, 3 00 AT v 2 A o B IR AR B AR G0 I U s

i, — AR IR, — VR 0 IR R U3 T 0 C~4 CHRMF TR, B ER T — 18 CRUITF 4
THRAT

7.4 B

B A ACRAERE AL 500 g, 5 f5iBRFER , 00 v 6 i, o5 i A BT BE TR 20, B 2 o0 P A3, 7 Tl 2B AT 4 R
BB UIAR D, — B e, — AR &, 2 5 T — 18 (CR AR 28 AR AT <

8 SWMTR
8.1 =EL

8.1.1 ki BEEBA . BEEMNME K

FREC4 g iR OB # 2 0.01 @), B T 50 mL &0 H, A 100 pl WAL R N br TAEWR (5.4.6) , iITA
10 mL Z i (5.1.1), LA 10 000 r/min &5 3 2 i 1 min J5 A 5 g /K BR AN (5.1.5) , F- 00 55 % i 4R
1 min; 2L 4 000 r/min, 4 ‘CE.L» 5 min, B 1.0 mL |27 541k .

8.1.2 BE .

REC4 g 50BN OB # 2 0.01 @), B F 50 mL & 08EH, A 100 pl WAL R N br TAEWR (5.4.6) 8k 5
A 10 mL ZH5(5.1.1) , i 55 iR i€ 3R 3% 2 min JE A 5 g /KB BR4M (5.1.5) , FH I 35 I8 PR 7% 1 min; DA
4 000 r/min, 4 CE.L> 5 min, B 1.0 mL 25 44k,

8.13 HE HBIR

FRE 4 g BT E 0.01 @), BT 50 mL B0, ImA 100 pL [0 E R br TAER (5.4.6) , %R 5
A 4 mL K%M A 10 mL 285 (5.1.1) , in 55 W iEPR % 2 min Ja A 5 g JC/AKBRR AN (5.1.5) , F-
LHWHEIRY 1 min; LL 4 000 r/min, 4 ‘CE.0 5min, B 1.0 mL [ JEE R EF 5L
8.1.4 BERA

RBHE 60 C/AKIE B g i 3R 4 o FRE 2 g 5B CRS 3 = 0.01 @), & F 50 mL B0, A
50 pL [ 47 Z AR TAEW (5.4.6) 3R J5 A 10 mL Z 85 (5.1.1) , in 35 # iE ¥ 7% 2 min. LA 4 000 r/min,
—5CE L 10 min, ;L 2.0 mL F2VER, ZJ5 A G 1HF ) 1E O Be 8 W I B0k, BUT 2 20 16 W
I
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8.2 #ik
8.2.1 KiF(MF BEBIAEFTHIXERIN) FER . EENME R N EE BETR

1.0 mL FRE LM A B 24 50 mg Cs(5.5.1) .50 mg PSA(5.5.2) il 150 mg JC/K Bi iR 86 (5.1.6)
B 2 mL B.0% ™, € 1 min, 10 000 r/min, 4 “CE.C 5 min; B 0.5 mL W, i A 0.5 mL 10 mmol/L
PR BV W (& 0.1% HR) (5.2. 1) W EiR A, if B ML R JENE(5.5.4) , 4 HPLC-MS/MS £l .

8.2.2 Wf.E BFE

1.0 mL Rk B A B 254 50 mg Cis(5.5.1) .50 mg PSA(5.5.2) .5 mg GCB(5.5.3) Fl 150 mg
TeK B IREE (5.1.6) 9 2 mL B0, I E 1 min, 10 000 r/min, 4 “CES (> 5 min; B 0.5 mL FI5W, A
0.5mL 10 mmol/L F MW (& 0.1% WRR) (5.2.1) R BEIR A, 1 A WL R uEME(5.5.4) , fit HPLC-MS/
MS Kl .

8.2.3 PERA

B AL RO A B 2 E 50 mg Ci5(5.5.1) .50 mg PSA(5.5.2) Fl 150 mg JC/K B BR 86 (5.1.6) 1
5mL BOE P, IWHE 1 min, 10 000 r/min, 4 CE.L 5miny ] 1.0 mL EiE® T 60 CHAASRW T, 25 H
1.0 mL ZHE-WIREE W (5.2.2) % . AP RIEM(5.5.4), it HPLC-MS/MS £l

8.3 #REHLIH &

K 5 et HRUAE T WK e A o TR R (5.4.5) ik R 22 i WKk e -Dy N AR TA/EWE (5.4.6) 38 5t , F & i - WY iR &
VR (5.2.2) B, T ) S 22 I 10K e 5 9 O 0.06 pg /L .0.2 pg/L .1 pg/L.2 pg/L .10 pg/L .20 pg/L,
AR TR 22 E K e D T SR BE R 1 g/ L A ZR ARV, I PR IEC , PV €5 33— = S DU AR T B 0BG 5T A3
FE o DAZE T K 55 P AR B A8 i 2 W TE AR 22 LU AR R PN AR R A TE DK AR A 9 VS TR T o R R A B AL A, 2
AR e 2 o SR ImT 0= J7 B RAH OC R 5.

8.4 ME
8.41 W"HEBIELESEEH

WAH (35 2% 2 E

a)  TRAHAIE A C B A, 50 mm X 2.1 mm (N 4E), 1.8 pm, B MEREAT 24 .

b)  UEIAH: A 10 mmol/L W R B /K IE (% 0.1% HR) ,BA NG . BEEEVENRIT W3R 1.
c) M40 °C,

d)  #FEE10.0 pL,

e) A :0.3 mL/min,

x1 BERBRER

M) /min WA Vi % WEAR Vy/ %
0.0 95 5
1.0 95 5
3.0 15 85
4.0 15 85
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®1 BERXRMER (Z)

i 1] /min WM V. % WA Vi %
4.5 95 5
6.0 95 5
8.42 RiEsxE&H

i S %5 F .
BRI SE B TR (ESD
b) B EE T
o) Ry 2 Oy M AR =X (MRM)
d) AR TR R R Ry e Al AR A A 3l AR 5 £ TR I A AR I A DL B R A
FE R BRI EE R . WE S HL R Rl TR A AR (R P Ak B B AR R, B % T S B SR AL

8.43 EMNE

FEAH R0 3 A5 T, OBk VA W e JE K s 174 O B s 1] 5 s o AR VA v e T DK A 1 O B I Il 2 TE
£2.500 5 ELAS N B 6088 1 A X A2 2 R 2 g 5 A v R AR 2 A b v T RO N SRR — B L e R D 2
FFa e 2 2R .

x2 EMBINENBEFFENSERKRAITRE

RO ES ' >50% =>20%~50% >10%~20% <10%
fe R IR e 22 +20% +25% +30% +50%

8.4.4 EEME

SRR 25 080 1 R IO 1 s o 5 080, A P s 2 A e AR i o ORI R B A v 9 Y P e e
AR 5 7 e DK e DD P9 i 7 L 49 07 7 ASC 8 A 0 F) R PR TR P o A IR AR 1T, 2 e K e e e e WK WD
FREAE 2 T i (R P DL S B
8.45 ZHIXW

B AR b, e Lo i 20 TR AT
8.46 HRITEERIA

TR} R 70 T I e 14 5 PR R PR AL TR AR AU (D T

L AXALXC X O X VXY, .
A XA XC. XV, Xm

A

X R F 7 T R e 1 B B A, B B R T e (pg kg ) 5
A U R 2 T R e Y 0 g

A BB b A s 1 Vg T R 5

A, o TR AR 2 T R A S e g A
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AL BRI B 0 L
Cro R W T PR B I O3 4 B 28T (pg/L) 5

C. s T T R 2 T A e o R B R Bl v A T (g /1) 5
Cy PRAETE IR P PN b R VR E , B B B T (g /1) 5

V —— EHLAT R 28 AR, A Z T (mL) 5
V, — R BUK NG SAREL B Z T (mL)
Vi, 3 I AR A TR A 88 0 BT I B 3 WO AR, B2 S 2 T (mL )
BURHPRBE R, B0 T (g) o
Uk v 7 T K e £ 5% B i 22 TR T R (2) 35
CX VXV,

V, X'm (2)

m

itl:'j:

X —— ke P e e WK 1) 5 B i, B A R e B T e (pg/kg) s

C P v it £ A A 09 1R T 2 JE DK ) R VR B B R B B T (pg /L)
V —— EHLAT R 28 AR, A Z T (mL)

ViR BOR O 0 SRR, B 2 T (mL) 5

V3 A A MR A 5 28 0 BT I B 3 WO AR, 502 O 2 71 (mL ) 5
BURHPRRE R B0 T (g) o

AR 2 A RO AR 1 pg/kg L PR 3 A RO TR AR BR =S FUE

m

9 REE LDWEMBEZE

9.1 HWHIRFMEZR
AN T7 1 A e Wk e pg A BR A 0.3 pg/kg, E R R M 1.0 ng/kg.
9.2 EREMBZE

TE=AEIMATL B N, ) AR N DLE ARk A R IR R R XS A S A S I LR
IS S SE R R R 8 T A S 7 2 e K AN [ S 0 K S B [T s R RS
JE K s 2 UL % Co
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xR A
(FRE)

RERESEZH

WA (015 - T /T AL RS S S % A

a)  TEEAREE 300 °C;

b) TS 10 L/min;

¢) SR HET):275.8 kPa;

d) EBHEHRE:4000V,

e) EHRE A JE MR RS R (FP) Al g (CE) IR AL,

RAD EREKBREREKK-DNEESEEFYN . EUSEBETHEH

T B EE TR PRSI Tilf 48 fiE 5
b5 2 FR
(m/z) (m/z) A% eV
‘ 205.0/178.1 20
/e THE W e 205.0/178.1 116
205.0/123.0 30
T2 HE BRI -D 210.0/183.0 210.0/183.0 130 20
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Mt & B
(FERHE)

EHEKME R A ERR I -D R E S FRE BILE

ZE T WK AR AIE B 1 i g IR L B

x 107

1.1 4

14
0.9 4
0.8 -
0.7 4
0.6 4
0.5 1

2.323

0.4 4

x 10!

2.322

205.0->178.1

205.0->123.0

0.5 1 15 2 25 3 35 45 55
f/min
B.l EEWMEBTEFREEILEE (0.2 ng/L)
ZE THE WK M -D R AIE 25 o i £ 3% 1 UL [l B2,
x 10° 210.0->183.0
6] 2315
5_
4
3_
2_
" L
0
05 1 I's 2 25 3 35 45 55 '
t/min
Bl B.2 AREWE-DAFTEEFREEIERE0.2 pg/L)
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F C X EFRR IR E K B YR AR I8 # 1R (n=6)

W A WM ¥/ (pg/ke) I 5y % 5 BB / %% CV/%
1 90.7~102 5.0
fn 10 91.4~101 3.9
100 92.1~99.3 3.3
1 89.5~101 4.7
13 10 92.0~101 3.2
100 96.7~102 1.8
1 91.3~102 4.4
1% 10 92.7~102 4.1
100 93.0~102 3.9
1 89.3~101 4.3
Il 10 93.4~103 4.1
100 93.3~103 3.9
1 90.1~100 4.1
7 i 10 92.0~99.0 2.9
100 95.1~102 3.0
1 91.8~101 4.4
%A 10 92.6~102 4.7
100 95.1~103 3.1
1 89.2~100 4.5
4P 10 92.7~98.8 2.7
100 92.4~103 4.1
1 90.2~101 5.2
30 10 91.5~103 4.7
100 92.7~103 3.8
1 89.1~102 6.2
b 10 92.4~104 4.5
100 92.1~101 3.7
X 1 90.0~102 5.0
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F C1 BRI IR E R B R AR I8 H R (n=6) (20)

TR 2 Bk WM ¥ / (pg/ke) i =3 i/ %% CV/%
10 91.7~99.1 2.9

POAn
100 93.7~102 3.2
1 89.7~101 4.3
8 Py 10 91.5~104 5.3
100 95.4~103 2.7
1 92.7~101 3.1
1 10 92.2~98.1 2.4
100 92.7~103 4.0
1 89.7~101 4.4
X i 10 92.1~102 4.0
100 92.9~102 3.7
1 91.2~101 4.2
ey 10 91.9~103 4.8
100 92.9~104 3.8
1 91.6~99.5 3.4
Py 10 91.2~99.3 3.6
100 93.7~99.1 2.2
1 89.0~98.2 3.6
X3 2 93.5~100 3.0
10 92.6~100 2.7
1 91.0~98.7 3.2
] 2 91.5~103 4.3
10 92.9~101 3.5
1 89.1~101 4.9
F15 2 91.5~98.5 2.5
10 96.0~102 2.2
1 89.3~100 3.7
W 2 91.5~102 4.0
10 93.3~101 2.9
1 91.8~100 3.5
I 0 2 92.0~100 3.4
10 93.4~101 2.6
Wi A< 1 90.2~101 5.0

10
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FCOORXBERRMKE R B YR EE(n=6) (£)

REE 4 R e g/ (pg/kg) IR TE L/ % CV/%
10 91.5~100 3.8
¥ W A
100 93.3~100 2.7
1 89.1~101 4.7
¥ HE Wi 10 94.9~101 2.5
100 96.1~102 2.1

11



