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HPLC- ELSD 3
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3 HPLC - ELSD
: Shim - pack VP- ODS (250 mm X 4 6 mm, 5 Hm), (A) - (B) (O~ 15minn B 7% 71%; 15

~25min B 7%; 25~ 45min B 71%  6%%; 45~ 65min B 65% = 40%; 66 m i B 30%; 66~ 75min B 30% O )

, 0. 8mL* mun ', 35C , 105C, ( )
27L min ! : 1021~ 10. 21 Bg(r= 0.9999), 1.029~
10.29 B g( r= 0. 9995) 1.074~ 10.74 B g(r= 0. 9998), (n=9) 99.2% (R =2 @ ), 101. %% (RSD =

.3% ) 100.7% (RD=2 0 ) : ,

: HPLC - ELSD; ; 5 ; ;
: R917 A : 0254 1793(2009) 03— 0420- 03

HPLC - ELS) smultaneous detemm ination of 3 canponents
in DT aoxinxuekang capsules
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LI Jun’, CHEN X iao— hui, BIK ai— shun"

(1. College of Pham acy Shenyang Pham aceutical University Shenyang 110016 Ching
2. Shenzhen Institute for D rug Contol Shenzhen 518029, China)

Abstract Objective To develop anev quantitatve analysismethod for the smulianeous detem mation of protodios-
cin mehylpotodiosen and diosein n D idox nxuekang capsules by HPLC— ELSD. M ethods AW aters A llinace 2695
HPIC (Empowerworkstation) was used w ith A lliech 2000 ELSD as detector The samp lesw ere separated w ith a Shin
— pack VP- ODS cobmn (250 mm X 4.6 mm, 5 Pm. ) using aceton itrile(A) and w ater ( B) under grad ent conditbns
(0= 15min B 7% 71%; 15 = 25min B 7P; 25 — 45min B 71%  6%%; 45 - 65min B 65% = 406 ; 66
min B 30%; 66— 75 mn B: 30% T @ ). The flbw rate was 0. 8mL* mn " and the column ten perature w as 35
C. The drift ube tem perature of the evaporative light— scattering detectorwas 105 C and clear air flov rate 2. 7L
* min . Results The linear ranges pwotod bscn, methylprotodioscn and d bscin were 1.021 - 10.21 Hg (r =
0.9999), 1.029- 10.29 Hg (r= 0.9995) and 1. 074— 10. 74 Hg(r=0.9998), respectively The average recoveries (n
= 9) of protodiosc n methy lprotodiosc iy and dioscn were 99.2% (RSD = 2.0 ), 101. % (RSD= 1.3 ) and
100. o (RSD = 2. @0 ), respectively Conclusion Protodiosc n methy brotod bscin and d bscin n D idox nxuek ang
capsules can be smultaneously detem ined by this mehod estab lished which is smple acairate and reproducible
Key words HPLC— ELSD, D idox nxuekang capsules protodioscinn m ethylprotodiosc it dbsciz detem natbn of content
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Fig 1 HPLC chranatogran s
(negative sanplew ithoutD ioscoren Panthaica et Burkill and

D wscorea nponice makino) B. ( chanm ical reference sub stan ces)

G (smpl)
L ( protodoscin) 2 (methyprobdios
cin) 3 (dibscin)
5
1.0 2.0
3.0 5.Q 7.5 10 mL 10 mL R
, s 10 BL,
: (Hg) :
Y= 1.6160X + 8.3847 r=0.9999
Y=1.8974X + 8.1821 r=0.9995
Y=1.9946Y + 9.9665 r= 0.9998
, 1. 021 ~
10.21 Hg 1. 029~ 10. 29
g 1.074~ 10. 74 Hg
6
0702035 0.2g¢g ,
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6 . “3.27 , 024
, RSD 0.8 (n=6) 1.2 (n=6) 8 12 24 s 10 BI,
1.66 (n=16), s "
7 24 h s
0702035 0.2 g( RSD 1. %%, 1. Mo 1. 1%
0.1967g), 6 |, ,  “3.2 9
. 10 UL R s
0702035 0.1 g(
5.98 6.47 36.53mg* ', RSD 1. 4%, 0.1967g), 9 , 3 \
0.8 1. Po
8 ,  “3.2 s
0702035 0.2 g 5 , 10HL 1
1 HPLC (n=3)
Tab 1 Recovery of the HPLC m ethod
RSD
(can ponen) ((@ntenl) /mg (added) /mg (detem ined) /mg ( recovery ) P (mean recovery) o 1z
3. 14 2.53 5. 61 97.4 1.4
( protodiosc i) 3.15 3.15 6.33 101.2 9.2 2.1
3.15 3.77 6. 89 99 1 1.2
3. 40 2.8 6.23 100.5 0.9
(methylprobodiosci) 3. 40 3.48 7.01 103.6 101.9 1.0
3.4 4.11 7.59 101.7 2.3
19.21 15 42 4.4 98 8 2.1
(dioscin) 19.23 1918 38. 87 102 4 100.7 1.8
19.24 2310 4.55 100 9 1.7
10 11.2 ELSD R
“3.7 .5 : : HPLC -
R ELSD
: 2 : :
2 5 mg Ln=3)
Tab 2 Content of different can pounds for 5 batches
Didoxinxuekang capsules (mg per capsulg n= 3)
1 Chp( ). 2005. Vol 1( ): 429
(LotNo )  (protodioscin)  (methylprotodioscin) (dioscin) 2 MA Yuan- tao( ), ZHAO W an( ), TUO Lei( ). et
0702035 5.98 (1.0) 6.47 (1.4) 36.53 (0.7) al HPLC - ELSD detem naton of dioscin in D i4oX inxuek ang cap-
0703007 6.77 (1.3) 7.87 (1.5) 34.29 (1. 1) sules(HPLC - ELSD
0704017 5.69 (1.7) 8.40 (2. 0) 37.78 (1.5) ). Chin JPham Anal( ), 2006, 26(6): 823
0704060 7.02 (1.3) 7.57(0.8) 39.49 (2.1) 3 LU Chun- Zhag ZHOU Hua- Y ing YAN Q iong F ingerprint analy-
0704069 6.50(2.0) . .5 (1.9) sis of D scorea njpponica by high— perfom ance liquid dirm abgra
RSD (%) phy w ith evaporative light scatlering detection. Analytica Chimica A e
Not RSD (% ) in the parenthesis o, 2007 58 61
4 LU Zhong— rong ( ), HUANG H uang ( ). Useof diosge-
11 nin forproducing amedicine br treating myocardial ischan & m yocar
11. 1 ca dial infarcton and angina pectori(
~ b - e — 0. 1% . d ). CN 1187055C, 2005-
0. 1% , 7 _ 02- 02
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