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3. , 200032)
CAPCELL PAKMF SCX (20x4.0 mmi.d. ,
54 m), Kromas! C18 (150%x4.6 mmi.d. ,54 m) ,
pH=6.88 50 mmol/L - (100 5,v/V) ,
pH=6.83 50 mmol/L - (100 10,V/ V) 1 mL/min,
240 nm 17 ng/ mL , 50 ng/ mL 50
1 400 ng/ mL (r=0.9997) ,
1.5% 4.2% 2.0% 5.2%, 98.8% 104.1 %.
:0657.7" 2 A
(Sulpiride) , D2 ,
[1] [2.3] [4-7]
(8.9]
(Restricted-access Media) 1985 Helene Hagestam  Pinkerton'™”
Deslets 11991
’ ( )[12- 14] ,
[15,16] [15]
(Shiseido Capcell Pak MF SCX) ,
1
1.1
800 ( ) PHS3CT pH ( ) ,sartorius M2p
1 2008-04-29 : 2008-10-20
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« )
( 1 ) 1 L (
) 0.46U4 m
1.2
10.0 mg 10 mL . 1 mg/ mL .
L S:) ( L
), (1834 x g 5 min)
180 L 20p L )
1.3 HPLC
HPLC Waters510 ,Waters 486 ,0.22U m (
), 20uL Rheodyne 7725 7000 (Rheodyne, ) ,
1 H S2000 ( )
(a) (b)
= \\\" y
pump A
pC
) |
A A A A A A
1 HPLC
Fig.1 Schematic diagram o the column-switching HPL C system
(a) valve posdtion A and (b) valve position B. Surplus orifices 3-7 were sealed. PC: precolumn, AC: analytical column.
1.4
Shiseido Capcell Pak MF SCX  (20x4.6 mmi.d. ,54 m) ,
Kromas| C18 (150 x4.6 mmi.d. ,54 m)
240 nm A pH=6.83 0.05 mol/L NaH:POs;-Na HPO,-CHsCN (100 10,V/V) ,
B 0.05 mol/L Na HPOs~NaH>POs~CH3;CN (100 5, V/V) , 1.0 mL/ min
A ( 1a, 20u L
B , 14.5 min B ,
B 22 min A ,
A , B 35 min
2
4k ®
: i 0 ’ “‘L
2k
0 10 20 30 0 10 20 30
Time / min Time / min
2 (a) (b)

Fig.2 Represntative chromatograms o black plasma(a) and spiked plasma with sul piride( b)
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1.5
; B : )
2
2.1
, 3 , : 17 ng/ mL , 200 L ,
SN=3, 17 ng/ mL 10 , 50 ng/ mL ,
20puL 0 , 50 ng/ mL
2.2
1.2 0.05,0.1 0.2 0.40.8 1L.4p g/ mL 200 L ,
, Y XU g/ mL) ) y=39.026x - 258.98(r=0.9997) ,
0.05 1.4pg/mL
2.3
1.2 3 , , (
1) 3 , 5 5 ,
(RSD) 1
1 3
Table 1 Theresults of recovery and precision of sulpiride at three different concentrations
Added Found Recovery RSD (%)
(ng/ mL) (ng/ mL) (%) Intraday Inter-day
80.0 83.3 104.1% 2.8% 3.4%
500.0 506. 8 101.4% 1.5% 5.2%
1000.0 988. 4 98.8 % 4.2% 2.0%
2.4
1.2 0.34yg/mL  0.6M g/ mL _
= 800 +-300 ng / mL
, , 0 h ?“ 700} “+= 600 ng / mL
, 2468h g 600F e — T
(09 L) SIS b
) 8 h g 300F A
2.5 ; 200+
1.2 0.3ugmL  1.0pg/ mL g
' , AL 30 sl 0 2 'I‘injc ) 6 8
Mg/mL 10.0d g/ mL 1004 L, 900ML
: Az, (Ail Az) x100% 3

Fig.3 Sabilities of sulpiride in plasma
99.4% 99.8 % 100 %
[17]

Capcell Pak MF SCX
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Deter mination of Sulpiride in Rat Pasma by Col umn-switching
High Performance L iquid Chromatography
Using Redrictedraccess Media

DEN G Wen-hua' , GAO Jianping® , XU Xu®, L1 Tong-hua™
(1. Department of Chemistry, Tongji University, Shanghai 200092;

2. School of Pharmacy, Shanghai University of Traditional Chinese Medicine, Shanghai 201203;
3. Shanghai Institute of Organic Chemistry, CAS, Shanghai 200032)

Abstract : A smple HPL C method for the determination of sulpiride in rat plasma was developed using
column-switching and ultraviolet detection. Plasma samples were injected directly into a“ restricted
access media” pre-column to remove plasma protein and endogenous plasma constituents usng mobile
phase of 50 mmol/L phosphate sodium (pH = 6. 88)-acetonitrile (100 5,V/V). The drug containing
fraction were tranderred to a Kromasil C18 column (150 x4.6 mmi.d.) and separated using the mobile
phase of 50 mmol/L phosphate sodium(pH = 6. 83)-acetonitrile (100 10,V/V) at the flow rate of 1.0
mL/ min. The calibration curve showed excellent linear relationship (r =0.9997) in the concentration
range of 50 1400 ng/ mL for sulpiridein rat plasma. Thelimit of detection and limit of quantitation for
sulpiride in rat plasma was 17 ng/ mL and 50 ng/ mL , respectively. The intrarday and inter-day assay
precisonsof anayte wereintherangeof 1.5% 4.2%and2.0% 5.0 %, respectively. The recoveries
of sulpiride ranged from 98.8% 104.1 %.

Keywor ds: Column-switching; Restricted access media; Plasma; Sulpiride
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