2003 5 Vol.21 No.3
May 2003 Chinese Journal of Chromatography 242~244

100871
HPLC I Cig 300 mm X 20 mm
i.d. 10 pm - 1:1 8 mL min 265 nm 100 L HPLC
CZE 99.0% 2
I
0658 A 1000-8713 2003 03-0242-03

Preparation of Picroside [ Control from Rhizoma Picrorhizae
by High Performance Liquid Chromatography

BO Tao ZHAO Changjia LI Kean LIU Huwei
College of Chemistry and Molecular Engineering Peking University Beijing 100871 China

Abstract A high performance liquid chromatographic HPLC method was developed for the prepara-
tion of picroside [ control from Rhizoma Picrorhizae using a Cig column 300 mmX20 mmi.d. 10
pm  and methanol-water 1:1 v v as mobile phase at a flow rate of 8 mLL min. This method pro-
vided great improvements over some conventional chromatographic methods which often suffered from
instability tedious steps and low purity of picroside Il . The purity of the prepared picroside [l deter-
mined by the HPLC method was compared against that obtained by a capillary zone electrophoretic
CZE method. A C;g column and a mobile phase of methanol-water-acetic acid 40:60:0.3 v v
were adopted in the HPLC analysis with UV detection at 265 nm while 100 mmol L boric acid pH
9.5 30 kV of applied voltage and 25 C of temperature were selected for the CZE analysis with an
uncoated fused silica capillary of 58.5 ecm X 50 pm i.d. and UV detection at 210 nm. The linearity
repeatability and recovery of both methods were satisfactory. The study demonstrated that the results
from the HPLC method and the CZE method were comparable while the speed of analysis by the CZE
method was faster than by the HPLC method. Moreover the stability of picroside [ control was in-
vestigated and the result showed that the control was stable for at least twelve months.
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JASCO HPLC 1580 Il 5 mg 10 mL
DYNAMAX Cig 300 mm X 20 mm i.d. 10
pm  Zobax ODS 150 mm X 4.6 mm i.d. 5 pm 1.0 mL 10 mL
3D I
AR % 400 Philips Pye 80 mg
Unicam Perkin-Elmer 983G 10 mL 7 mL
AEI S50 X-4 20 min 3000 r min
ADP220 2 3 0.45 pm
Il Sigma 1.4
HPLC 265 nm
60 . - - 40:60:0.3
58.5 em X 50 pm i.d. I mL min 10 pL.
CZE 100 mmol L pH 9.5
1.2 I 30 kV 25 C 210 nm
70%
2h 70% 8 .- o .
60 C . mol L Nal H3 . 1 min
60 cC min min
2000 Pa 15 mmHg 2
150 C 4 h - I
1:10 25 )
g L 120 em X 30 cm i.d. 143 C
50 % 95% .
q - 115
95% 60 C
Il A max 220
263 292 nm
Il 509%
Omax KDBr 3418 1707 1654
80 g L HPLC s L s0s "
- 1:1 8 mL min 98 13505 em

265 nm 100 pL
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1 HPLC
'H H-15.22 1Hd J=9.1 H- H3 Il
6.40 1THd J=7.3Hz H4 5.01 lTHm H-S5 12 0123
H9 2.65~2.69 2H m H-6 5.15 1H bd J 6 12 99.6%

=7.7Hz H-7 3.77 1H bs H-10 3.87 4.20
2H AB J=13.1Hz H-1" 4.82 1Hd J=7.9
Hz H-2" H-3" H4" H5 3.27~3.43 4Hm
sugarH H-6" 3.66 IHm 3.94 IHm H-
2°7.59 1Hd J=1.7Hz HS5 6.88 1Hd J
=8.2Hz H6 7.62 1Hdd J=1.7Hz 8.2
Hz H-11 OCH;3.93 3H s

BC  C195.07 C3 142.42 C-4 102.96
C-5 36.77 C-6 81.72 C-7 61.30 C-8 66.88 C-
9 43.24 C-10 62.96 C-11 167.87 C-12 56.48
C-1” 122.08 C-2" 113.66 C-3" 153.19 C-4

148.83 C-3" 116.01 C-6" 125.32 C-1" 99.72
C-2" 74.87 C-3" 78.68 C-4” 71.80
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2.2 HPLC CZE I
2.2.1 CZE HPLC

Y X gL HPLC
CZE Y=7.717%x10 8 X +

0.003498 r=0.9995 Y=5.615X-34.36 r

=0.9913 0.0184~0.166 g L
0.028 ~0.432 g L
RSD 0.93% 0.74% n=>5
RSD 0.54% 0.22% n =
5 97.2% RSD=0.50% n=5
99.2% RSD=2.38% n=>5
2.2.2 Il
HPLC CZE
Il n=>5
HPLC CZE Il
8.84% RSD=1.33% 9.13%
RSD=4.21% I

99.6% RSD=0.89% 99.1% RSD=1.27%

CZE HPLC

2.2.3 I
I 99.0%
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Fig.3 Chromatograms of prepared picroside I[ control a and
Rhizoma Picrorhizae sample b

Fig.4 Electropherograms of prepared picroside Il control a
and Rhizoma Picrorhizae sample b
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