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Determination of costunolide and dehydrocostuslactone in Qiwei Tiexue Pill by
RP-HPLC

FENG Xin' LU Xiao-guang’ LUO Bu—haxi' DENG ba-da+i"
(1. Institute of Tibetanmedicine China Tibetology Research Center Beijing 100101 China; 2. Nanyang City Institute for Food and Drug Conirol of
Henan Province Nanyang 473061 China)

ABSTRACT: AIM To establish a RP-HPLC method for determining costunolide and dehydrocostuslactone in Qi-
wei Tiexue Pill ( Ferri Frusta Gypsum seu Calcitum Inula helenium L.  Aucklandiae Radix Carthami Flos Dra—
cocephalum tanguticum Maxim extract of Trogopteri seu Pteromydis Excrementum) . METHODS  Welchrom Mate—
rials C4(250 mm x4.6 mm 5 wm) column was used with methanol-water( 65 : 35) as mobile phase. The flow
rate was 1.0 mL/min and column temperature was maintained at 30 °C. The detection wavelength was set at 240
nm. RESULTS The linear ranges of costunolide and dehydrocostuslactone were in the range of 0.011 5 —0. 115
mg/mL(r=0.999 9) and in the range of 0. 011 9 - 0. 119 mg/mL(r =0.999 8) with average recoveries of
100.96% ( RSD was 1.28% n =6) and 100.74% ( RSD was 1.04% n =6) respectively. CONCLUSION
The method is simple accurate and rapid for the quality control of Qiwei Tiexue Pill.
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1.1 Waters 2695 waters 2996 2.1 : Welchrom Materials
Empower 2 ( ) Cys 250 mm x4.6 mm 5 wm; - (65:
Welchrom Materials C (250 mm x4. 6 mm 5 35); 225 nm; 1 mL/min;
wm) ; model c5S860A( 10 pL; 130 C.
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Fig.1 RP-HPLC chromatograms
A. B. C. 1. 2.
A. reference substances  B. sample  C. negative sample 1. costunolide 2. dehydrocostuslactone
2.3 0. 119 mg o
2.3.1 1.0.2.0.4.0.8.0.10.0 mL 10 mL
11.50 mg 11.90 mg 2.1 o
50 mL 1 mL
0.23 mg- 0.238 mg : Y =
; 5SmL 10 mL 22 912 000X — 23 874 r =0.999 9
1 mL 0.115 0.0115 ~ 0. 115 mg/mL; Y =
mg- 0.119 mg o 17 312 906X — 4 112 r =0. 999 8
2.3.2 0.011 9 ~0.119 mg/mL.
1.5¢ 25 mL 2.5 2.1
( 350 W 5
35 kHz) 30 min RSD 0.64% 0.74%
2.3.3 2.6 5 2.1
o RSD 0.95% 0.88%
2.4 o
25 ml. 50 mL 2.7 2.1
1 mL 0. 115 mg. 0.4.8.12.16.24 h
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Tab. 1 Recovery test results of costunolide
RSD 3
/g /mg /mg /mg 1% /% /% 3.3

0.6052 0.2140 0.2300 0.4567 102.86
0.5948 0.2104 0.2300 0.447 3 101.57
0.6065 0.2145 0.3450 0.5547 99.14
0.6121 0.2165 0.3450 0.5641 100.46 100.96 1.28

0.6094 0.2155 0.4600 0.677 3 100.27 o HPLC N N
0.5981 0.2115 0.4600 0.681 1 101.43

2 o
Tab.2 Recovery test results of dehydrocostuslactone

RSD
/g /mg /mg /mg 1% 1% 1% 1
0.6052 2.0484 0.2380 2.3218 101.55 M . : 2006: 119420.
0.5948 2.0132 0.2380 2.2388 99.45 2 . 12010 S .
0.6082 2.0586 0.3570 2.4335 100.74 : 2010: 57-58.
0.6121 2.0718 0.3570 2.4779 102.02 100. 74 1.04 3 ) . M .
0.6094 2.0626 0.4760 2.5663 101.09 2001: 184200.
0.5981 2.0244 0.476 0 2.4894 99.56 4 I
2.9 2001 32(2):14648.
5 . HPLC
3 : 20100301 20090801
20100412  2.3.2 b 20028
T (10) : 596-598.

2. 1 o 30 6 . HPLC N

3 3 (n=3) . . J.
Tab.3  Results of sample determination (7 =3) 2008 30( 1) :7073.

RSD RSD 7 . RP-HPLC
/(mg/ ) 1% /(mg/ ) 1% J. 2008 30(9): 28-29.

20100301  0.244 2 2.298 0 g  RPLIPLC

20100301 0.239 4 1.00 2.3158 0.65 7. 2010 20(35) : 33333334

20100301 0.242 1 2.286 2

9 . HPLC 5

20090801 0.265 8 2.427 4

20090801 0.260 3 1.11 2.413 9 0.30 I 2008 30(1) : 74-77.

20090801 0.261 4 2.424 3 10 - RPHPLC

20100412 0.2555 2.3675 J. 2007 24(4):

20100412 0.2517 1.12 2.353 1 0.72 229231.

20100412 0.2500 2.334 1 11 . HPLC
3 N N N J .

2010 41(10) : 16434645.
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(12): 30133014. I 2007 27( 12) : 1962—
13 . HPLC 1964.
J. 2009 12(11): 1563— 15 .
1565. HPLC I 2007 30(8):1032-
14 . RP-HPLC 1033.
12 2 2% 1 2% 2
(1. 212013; 2.
210046)
( N N N N N N N N N )
HPLC-PDA 7 o Dikma Diamonsil C,q
(4.6 mm x250 mm 5 pm) -0.05% 1.0 mL/min; 30 C;
230 350 270 320 nm. 7 N N . . . 3-0-
N (r=0.999 4); 92.2% ~105.8% RSD  1.69% ~
3.65% - HPLC
; ; HPLC-PDA
:R927.2 TA :10014528(2011) 09-1538-05

HPLC-PDA analysis of seven effective components in Shaofu Zhuyu Decoction

CUI Wen=ia' > SHU Yan®  SU Shudan® WU Jing' DUAN Jin-ao>  TANG Yu-ping’
(1. School of Pharmacy Jiangsu University Zhenjiang 212013 China; 2. Jiangsu Key Laboratory for TCM Formulae Research Nanjing University of
Chinese Medicine Nanjing 210046 China)

ABSTRACT: AIM To analyze the effect of different pretreatment methods on the effective components in Shaofu
Zhuyu Decoction( Angelicae sinensis Radix Paeoniae Radix rubra Chuanxiong Rhizoma Trogopteri seu Pteromydis
Excrementum  Typhae Pollen Foeniculi Fructus Zingiberis Rhizoma Cinnamomi Cortex Corydalis Rhizoma
Myrrha)  and establish an HPLCPDA method for simultaneous determination of seven components. METHODS

The analysis was carried out on a Dikma Diamonsil Cj4(4.6 mm x250 mm 5 pum) column with acetonitrile—
0.05% acetic acid solution as mobile phase for gradient elution. The flow rate was 1.0 mL/min the column tem—
perature was maintained at 30 °C; and the detection wavelength was set at 230 350 270 and 320 nm respec—
tively. RESULTS The seven compounds in their respective peak areas had good lineatities( r=0.999 4) and the
average recoveries were 92.2% —105.8% RSD was within 1.69% -3.65% . CONCLUSION This method is
simple reliable easy to operate and can be used for the quality control of Shaofu Zhuyu Decoction.
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