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 E A ZIMNERAEBEREPSCEF R R LHE R AT S ik, F ik RA SRR E R, NS ERTEF
&, 4 4 Kromasil 100-5 Cis, i3 A8 A T -1 9% 8585 5 ik (B 26 5E) , A3k 4 1.0 ml/min, 40 5% K % 278 nm, A28 4 25 °C, #t4F
B4 20 pl; M =K TH R4 8 69 &35 4 4 Kromasil 100-5 Cu, 73048 A THE-K (19:81, V/V) ,i#ik 24 1.0 ml/min, ] 2k % A
320 nm, AR R A 25 °C, A A 10 plo 28R A SR | 3K TH - 3t A2 20 T B 5% 4 0.555 8~8.893 4 pg(r=0.999 9)
0.010 6~0.340 2 mg(7=0.999 6) ; 45 5 B A& €M & 12X 1669 RSD<1.80% ; A B 5 5 5 4 97.30% ~101.35% ,96.67 % ~
100.83% ,RSD 47 4 1.43% 1.48% (n=6) , %k :3% % R BRAFFAR (LR EA  F E 4T, 7T A T AN BB ¥ b R e =
KUK 2,

KR HaURME R AR A R R U AR

Contents Determination of Harpagoside and Stilbene Glycoside in Shuangshen Xiaolong Granule by HPLC
ZHOU Jing, HUANG Wei-jie, YANG Su-bei, ZHANG Ru-song (1.College of Pharmacy, Zhejiang Chinese Medi-
cal University, Hangzhou 310053, China; 2.Xixi Hospital of Hangzhou, Hangzhou 310023, China; 3.Hospital
of Chinese Traditional and Western Medicine of Wenzhou City, Zhejiang Wenzhou 325000, China; 4.Zhejiang
Research Institute of Traditional Chinese Medicine Co., Ltd.,Hangzhou 310023, China)

ABSTRACT OBIJECTIVE: To establish a method for the contents determination of harpagoside and stilbene glycoside in Shuang-
shen xiaolong granule. METHODS: HPLC of harpagoside was performed on the column of Kromasil 100-5 Cis with mobile phase
of acetonitrile-1% acetic acid solution (gradient elution) at flow rate of 1.0 ml/min, detection wavelength was 278 nm, column
temperature was 25 °C and volume injection was 20 pl. HPLC of stilbene glycoside was performed on the column of Kromasil
100-5 Cis with mobile phase of acetonitrile-water(19: 81, ¥/V)at flow rate of 1.0 ml/min, etection wavelength was 320 nm, column
temperature was 25 °C and volume injection was 10 pl. RESULTS: The linear range was 0.555 8-8.893 4 g for harpagoside (r=
0.999 9) and 0.010 6-0.340 2 mg for stilbene glycoside(»=0.999 6); RSDs of precision, stability and reproducibility tests were no
more than 1.80% ; recoveries were 97.30%-101.35% (RSD=1.43% ,n=6) and 96.67%-100.83% (RSD=1.48% ,n=6) , respec-
tively. CONCLUSIONS: The method is simple, accurate and reproducible, and can be used for the contents determination of harpa-
goside and stilbene glycoside in Shuangshen xiaolong granule.

KEYWORDS HPLC; Shuangshen xiaolong granules; Harpagoside; Stilbene glycoside; Content determination
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2.1.1 g RguE AR A5 : Kromasil 100-5
C15(250 mmx>4.6 mm, 4.5 um) ; FE A : 205 (A)-1% BEBR A
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(B) , B4 B Y i (0~8 min, 20% —30% A ; 8~15 min, 30% —
459% A5 15~20 min, 45% —50% A) ; i 3% : 1.0 ml/min; #5035
2278 nm; AR : 25 G HERERE 20 pl, 7E FIRGGSSMETR
VSR EL LI BT 150 A A T 5 000, 438 > 1.5, %Ak
Ay IR AT AT BRI 1.
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Fig1 HPLC chromatograms
A reference substance; B.test sample; C. negative control; 1.harpagoside
2.1.2 XFBRGERS M A Ok 2 BRI AR X RS 6.25
mg, B F 25 ml I, 30 % FH ISP RO F 2 25, #5580 19 i hr
e R 0.25 mg/ml fl I EL AR TR X HR S 4 v T . H 4 W U
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Tl AF 1 ml75 10.00 pg AT RE S T
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ey EL AR A U A 2 M SR 0.555 8~8.893 4 pg.
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RSD 43 0.42% (n="5) , RWAT LR MR YT
2.1.9 e IR BORE b (50 2012220) i A, L
15, 3 B ATE Xt A, 522,137 00 Jy ki 45 A A
B, PR 2.0 T (g AR E S Mk 3, 45
R,
®1 WMEHEEFMELCKRKEER (n=06)
Tab 1 Results of recovery test for harpagoside(n=06)

TREEER, Fad AR, WER, O MERM PEMER ReD,
g i, mg mg mg 2,% £ % %
0.500 1 0.74 0.74 147 98.65
0.5003 0.74 0.74 148 100.00
0.5002 0.74 0.74 146 9730

99.33 143
0.5000 0.74 0.74 147 98.65
0.5000 0.74 0.74 149 101.35
0.5003 0.74 0.74 148 100.00

2.1.10 AR EIGE S HURE A R, 234 12.1.37 0
5 B A AR T R, T 2.1 1 TR R R A R I
ISR AR IR 2,
®2 HRPREHEFNIENESER(n=3)
Tab 2 Content determination results of harpagoside in the
sample(n=3)

#5 BT 5 mg/g
2012210 14
2012220 148
2012302 154
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221 mERMAS REERAERE G5 : Kromasil 100-5
C15(250 mmx4.6 mm,4.5 um) ; F s : ZJE-7K(19:81, V1) ;i
T 1.0 ml/min; BT K: : 320 nm; AR : 25 °C R 10 pl, 7
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IS E > 1.5, 45 AT AR Ay B AT R L 2.
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Fig2 HPLC chromatograms
A reference substance; B.test sample; C.negative control; 1.stilbene gly-
coside

2.2.2 XTSRRI IR £ 0 T X B
10.63 mg, B F 10 mlEIH A, i1 50% ZBEE It e 2, 72,
18R Bl 1.063 mg/ml [ K LA EE T BE S IE 45 1 . A
BEG OZ I 45 VW 2.00 ml & 10 ml i, A 50% 2,5
25850, A 1 ml 2 0.21 mg BT IR S IA
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[B )T Lk y="52 897 248x—268 687(r=0.999 6), 45HFEH,
ORI RN R 2 I R 0.010 6~~0.340 2 mg.
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Tab 3 Results of recovery test for stilbene glycoside(n=06)
W RIS WNE WO W DO K.

i,g H,mg mg mg &, % %
0.2508 1.20 1.20 239 99.17

0.2500 1.20 1.20 2.36 96.67

0.2503 1.20 1.20 238 98.33 %6l 148
0.2503 1.20 1.20 239 99.17

0.2504 1.20 1.20 241 100.83

0.2500 1.20 1.20 237 9750
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R4 BHERPEZHEHLIENELER (n=3)
Tab 4 Results of stilbene glycoside content determination in

the sample(n=3)

Elig] ZRLATTE & mg/g
2012210 5.18
2012220 488
2012302 5.38
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