2009 1 Vol. 27 No. 1

January 2009 Chinese Journal of Chromatography 114 ~116
1 1 1 2 1
1 1 1
1. 271018 2. 271000
4 I 4- o 2s- I vV 2 4-
Symmetry-C 4.6 mm x 250 mm 5 pm
26:74 1.0 mL/min I T v 280
nm I 224 nm 30 C 4 I ~NV 0. 080 ~
0.560 pg 0.080 ~0.560 pwg 0.100 ~0.700 pg 0.092 ~0.644 pg r=0.9996 ~0.999 9 n =
3 98.0% ~ 104. 0% 0.8% ~2.6%
0658 A 1000-8713 2009 01-0114-03

Determination of four acetophenones in Radix Cynanchi
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photodiode array detection
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Abstract A high performance liquid chromatographic HPLC method was developed for the
determination of four acetophenones namely 4-hydroxyacetophenone | 2 5-dihydroxyace-
tophenone [[ baishouwubenzophenone 1[I and 2 4- dihydroxyacetophenone [V in
Radix Cynanchi bungei. The HPLC with photodiode array PDA detection was carried out on
a Symmetry-C,; 4.6 mm x250 mm 5 pm column with CH,OH-H,O 26:74 v/v as the mo-
bile phase at the flow rate of 1.0 mL/min and 30 C. The compounds I II IV were moni-
tored at 280 nm and the compound [I was at 224 nm. Four acetophenones [ -1V had good
linearities 7 =0.9996 -0.9999 at the ranges of 0. 080 —0. 560 ng 0.080 -0.560 g 0.100 -
0.700 pg and 0.092 - 0.644 pg respectively. The average recoveries were from 98.0% to
104. 0% with relative standard deviations RSD ranging from 0.8% to 2.6%. The method is of
quick simple and accurate. The method can be used for the quality control of this product.
Key words high performance liquid chromatography HPLC photodiode array detection

acetophenones Radix Cynanchi bungei

o
|
w

Radix

Cynanchi bungei

* . E-mail sdauwangjh@ yahoo. cn.
2005DKA21000 5012100999
2007 10 23489 .
2008-05-14



1 - 4 - 115-
g mL
1:10 1:15 1:20 1:25 4
0 1:20
2.2
- HPLC- PDA 210 ~400 nm
PDA 4 4
I M
280 nm I 280 nm
1 224 nm
1.1 4 210 nm
Waters 600E Waters
600E 2996 I T Vv 280 nm I
Empower 224 nm
4- I 25- 1
Il I 2 4- 0.020 0.03 _
'HNMR "C NMR MS R ST _omf
6 7 E 0.010 [ ; H E
s r 1 i o .
8% zomst LM
. A
L2 i - nnr T
Symmetry-C,, 4.6 mm x250 mm 5 79'%5@‘ ‘ ‘1Io‘ - lzlo‘ - ‘50 0 - ‘1Io‘ - lzlo‘ - ‘30
wm ) 26: 74 1.0 #/min #/min
mL/min 30 C I T v 0.03 |- moo o .
280 nm | 224 nm o 0.06 L
1.3 & i i g f
[20mg [ 20mg M25 = 0 (|1 Z ol I
g oonfi Vo] oo et
L4 0 w//minw 30 0 w//minw 30
1 ab cd
FW 177 Fig. 1 Chromatograms of a b a mixture
40 of four acetophenone standards and
¢ d a crude sample
5¢g 100 mL 30 min
3 2.3
I JII} 0.2 0.40.6 0.81.01.21.4
100 mL I 10 mL v mL 10 mL
50 mL 0.45 pm 20 pL
HPLC ‘1.2 Y
X g/L I
2 onmiW Y =100359X +8 587 r
2.1 =0.9997 Y=65247X-8351 r=0.9996 Y=
128 795X +571.7 r=0.9999 Y =106821X -
12519 r=0.999 8 0.080 ~



116-

27

0.560 pg 0.080 ~0.560 wg 0.100 ~0.700 g

0.092 ~0.644 png 3 S/N
I T IMWNv
1.6 0.1 0.5 1.6 mg/kg
2.4
4- 0.020 g/L 2 5-
0.020 g/L 0.025 g/L 2 4-
0.023 g/L
6 4
RSD 0.4% 0.7%
1.3% 1. 1%
2.5
6
“ 1.4 6 4
I ~NV 81.1 7.0
447.5 69.3 pg/g RSD 1.4% 0.8% 2.4%
1.7%
2.6
0
2468h 8 h 4
RSD 0.1% 0.4%
0.2% 0.3%
2.7
“ o147
1
1 4 n=3
Table 1 Recoveries of 4 acetophenones n =3
Background/  Added/ Recovery/ RSD/
Component
mg mg % %
1 0.400 0.200 104.0 .8
0.400 0.400 102.3 .9
0.400 0. 600 103.7 1.5
| 0.035 0.020 100.0 1.6
0.035 0.030 103.3 0.9
0.035 0. 040 102.5 1.1
1 2.240 1.000 99.5 2.6
2.240 2.000 98.8 1.5
2.240 3.000 103.6 0.8
v 0.345 0.200 98.0 2.0
0.345 0.300 101.7 2.3
0.345 0.400 101.8 1.5

I 4-hydroxyacetophenone 1[I 2 5-dihydroxyacetophe-
none I baishouwubenzophenone [V 2 4-dihydroxyaceto-
phenone.
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Table 2 Determination results of 4 acetophenones in three
Radix Cynanchi bungei samples n =3 neg/g
Origin Species 1 I JII} v
Laiwu Shandong cultivated 81.4 8.2 239.9 65.3
Taishan Shandong wild 90.7 9.6 507.3 74.6

Taian Shandong cultivated 80.8 8.1 447.0 67.0

For components [ - [V see Table 1.
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