42 MBS TAAWIE 7 4 — 7 AL - 2005

N—12 LC-MS/MS iz & SRR P DERMDERD—F DM

1. X8I
=R IBRER QPR U b BREE IS
S, TS T oM I TICRY
LTCOWBFREM RS D, F A%

HOTDIEEEEIEE SRS b b,

WFRINGICRTHELIREE-TEY., %
DFEREMTHRTNWE, LnLEFDIFE
A EDRRKIZBIT OMETH Y . PYBETIE
iz,

AFFFETIHA) K - FALEG AP D
EER AN L U7=FEFH-LC-MS/MS 2
& BB B IEOBERERA T,

2. Hik

2. 1 XNZME
OITRBEITIT, AR Sh D AF#
SUEAL FITANARL KEIEHREL DIk

Bl FERAAS S SERAROEERE
EE L, BWAERLE LTIAEmERY

NT 7 RIERE LI,

2. 2 @

FEE500ml % 7 7 R A (Whatman
GF/F, hiFHRFFRE 0.7um) TH@L, A
Eo&EIIA S /—N% Bml M2 TEEK
T 10 43k U7s, AR E mvCpH

LT ZEHRE 2SS O%m #

FEBRFR TG TR 50R

N
B

Table 1 Instrument Condition

HPLC : Agilent 1100

Column

Column
Temperature
Mobile phase (A)
Mobile phase (B)

Gradient program

Flow rate

Injection volume

Waters Sun Fire C18
(2.1X150mm, 5um)
25C

Distilled water (0.1% formic acid)
Acetonitorile (0.1% formic acid)

Tonization mode
Spray Voltage
Sheath gas

Aux gas

Time/min  Bch %
initial 10
1 30
14 60
20 60
20.1 10
30 10
0.2ml/min
5 ul
MS/MS : TSQ Quantum Discovery MAX (Thermo Electron)
ESI-Positive
1000V
39
10
300°C

Capillary
Temperature

ZoZHEE L, B — MY v (Waters 8 Oasis HLB plus) 18K L7, KE| - ERBREZNT
N30 HHT H— MY o UR R AT, AF /L 5ml THHE L, BEOHEEE Sz, Hh
RAEFREMINC IV EEERTE BB L%, 7=/ k=1 /4T Iml IZER L, Zhi
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Table 2 Analytical performance® of the method used in this study

4 Analyte LOD 1.0Q Recovery RSD.
ng/l ng/l % %

1 Clenbuterol 0.15 0.50 835 6.0
2 Metoprolol 0.41 1.36 88.2 15.5
3 Disopyramide 0.18 0.60 106.9 5.6
4  Propranolol 0.19 0.65 88.6 7.3
5 Antipyrine 0.18 0.60 75.8 7.9
6  Sulfadimizine 0.18 0.60 98.7 6.1
7  Ifenprodil 0.18 0.60 82.7 72
8  Sulfamonomethoxine 041 1.36 106.1 12.8
9  Ethenzamide ** 0.55 1.82 86.9 2.1
10 Cyclophosphamide 0.46 1.54 125.4 123
11 Sulfamethoxazole 0.35 1.18 112.5 10.5
12 Sulfadimethoxine 0.21 0.68 91.0 7.5
13 Benzylpenicillin 0.33 1.1 95.3 117
14 Carbamazepine 0.16 0.52 126.6 4.1
15 Isopropyl antipyrine 0.11 0.38 87.8 43
16 N,N-diethyl'm-tolamide ** 1.54 5.13 92.4 5.6
17 Ketoprofen ** 0.98 3.28 117.1 2.8
18 Crotamiton 0.41 1.36 117.0 11.7

* Spiking level, 1 ng /1 ** Spiking level, 10ng /1
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Fig.1 SRM Chromatogram of target compounds in standard solution
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