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RP - HPLC

( 330046)

: o Agilent ZORBAX SB - C4( 250 mm X

4.6 mm 5 pm) - ( 8 mL 30 mL 1000 mL) ( 14: 86)

1.0 mL min ™' 300 nm. : 0.048 ~1.19 pg
(n=6) 99.8% RSD 1.7%.
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RP — HPLC determination of fissistigine

A in Zuanshanfeng syrup

ZHONG Rui - jian LI Hai —yan GUAN Qi —jia XIE Er —lei ZHOU Guo - ping ™

( Jiangxi Provincial Institute for Drug and Food Control Nanchang 330046 China)

Abstract Objective: To develop RP — HPLC method for the determination of fissistigine A in Zuanshanfeng syrup.
Methods: The separation was performed on an Agilent ZORBAX SB — C,;( 250 mm x4.6 mm 5 pm) column with
a mobile phase of acetonitrile — water containing 0. 3% triethylamine and 3% acetic acid( 14: 86) . The flow rate
was 1.0 mL * min~' and the detecting wavelength was 300 nm. Results: The linear range of fissistigine A was
0.048 —1. 19 pg and the average recovery(n =6) was 99.8% ( RSD =1.7%) . Conclusion: The method is sim-
ple and accurate with good reproducibility. It can be used to control the quality of Zuanshanfeng syrup.
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) Fig1 HPLC chromatograms of reference substance( A) sample 090708
2 ( B) and negative sample without Fissistigma oldhamii ( Hemsl.) Merr.
2.1 5.96 mg (o
( fissistigine A)
50 mL
. 2 mL 4.2
10 mL . 3:1
2.2 20 mL 10:1
pH 11~12
4 20 ml 9.59 ng 21.04 ng -
10 mL 4.3 “9.17
. 10 pL
2.3 20 mlL 6 -
. RSD(n=6) 0.3%.
3 4.4 090708
. Agilent ZORBAX SB - C,, (250 mm x 02481224h °
4.6 mm S um): : ~ RSD(n=6) 1.6%
( 8 mL 30 mL 1000 24h :
ml) (14:86);  :1.0 mL min'; 1300 43 090708 6
nm; 230 C; £ 10 pl. 20ml "2.27
(n=6) 9.56 pg mL~' RSD
1.5 9000,  1-2%-
1. 4.6 (
4 9.56 pg mL™") 6
4.1 “ 17 10 mL 9.59
2510 20 pl 10 pL pg mL™ 10 mL  “2.27
0.048 ~1.19 pg 0 (n=6)

: 99.8% RSD 1.7% .
Y =2.269 x10°X —4. 906 x 10 r=0.9999 4.7 090708 20 mL
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“2.27 Dia- 6.3 -0.05%
monsil Cg( 250 mm x4.6 mm 5 pum) .Agilent Eclipse \ - ( 5
XDB - C5(250 mm x4.6 mm 5 pm) . Waters Sym-— g 1 mL 1000 mL) . -
metry Cg( 250 mm x4. 6 mm 5 pm) 3 ( 8 mL 30 mL
1000 mL) 3 o -
1.5
4000 (n=3) 9.43 o
pgemL™" RSD  1.6%. 6.4 20 °C+30 C .40 C
5
2 10 1.5
2 .27 o o
10 pL 6.5 10
20.02 pg °
1. ml, ™! 5.96 pg * mL™' 11. 60
1 (% n=2) pg e mL™! o

Tab 1 The contents of fissistigine A in Zuanshanfeng syrup

( relative average
( sample No.) (average value) /pg * mL ™!

deviation) /%

100508 15.9 0.09

090708 9.56 1.14

090303 6.86 0.90

080919 5.96 0.35

080513 17.1 0.56

100401 20.0 0.31

100202 8.28 0.43

100402 8.20 0.54

101002 6.43 1.32

100301 17.7 0.45
6
6.1

X 1 2 .3
NN 20 mL 4

6.2 218.5 nm.
277.5 nm 300 nm

300

nm °
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