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The content determination of five main ingredients in Qingdan Capsule

SHI Zhi-na ZHOU Xin"  LIANG Xiao—giang  XIE Ruidfang  ZHANG Jing—zhe’
( Longhua Hospital Affiliated to Shanghai University of TCM  Shanghai 200032  China)

ABSTRACT: AIM To establish the analytical method of quality control for the five effective ingredients in Qing—
dan Capsule( Rhei Radix et Rhizoma Polygoni cuspidati Rhizoma et Radix Citri Reticulatae pericarpium etc.) .
METHODS Polydatin hesperidin emodin chrysophanol physcion were adopted as the reference substances
HPLC method was established using agilent 1100 HPLC system. A XDB-C,; column (4.6 mm X250 mm 5 pm)
coupled with a C, guard column was used at 25 °C. A mobile phase consisted of methanol and 0. 1% H; PO, water
was used for gradient elution at a flow rate of 1.0 mL/min. Detection wavelength was set at 280 nm detection time
was 142 minutes. RESULTS Under this developed condition twenty-wo peaks were obtained including above
five reference chemical components. CONCLUSION The stability accuracy and recovery of this method are
good. This HPLC fingerprint chromatogram can be used for the quality control of Qingdan Capsule.
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Fig.1 Mobile phase variations in gradient elution
2.1.2 1. 40
mg- 2.10 mg. 1. 08 mg- 0.75
mg 1.17 mg 10 mL

(213 pg/mL) |
(75pg/mL)
5 ul. 6
2,

(108 pg/mL) .
(117 pg/mlL)

(n=6)
Tab.2 The precision tests of polydatin hesperidin

emodin chrysophanol and physcion (n =6)

RSD/%
(140 wg/ml) 432.6 +7.8 1.80
(213 wg/mlL) 1748.4 +42.0 2.40
(108 wg/mL) 1561.8 £25.5 1.63
(75 pg/mL) 818.0+10.3 1.26
(117 wg/mL) 450.3 £6.6 1.47
2.2.3 2.1.3
0.3.6.24.48 h
5 ul RSD
3.
2.2.4
. 2.1.3
4,
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Tab.3 The stability tests of Qingdan Capsule
tR8/min A8 tR10/min A10 tR19/min A19 tR21 /min A21 tR22 /min A22
0h 62.36 266 72.73 2 099 127.4 3 009 131.5 448 138.1 817
3h 62.29 271 72.64 2 166 127.5 3110 131.5 410 138.1 836
6 h 62.21 269 72.60 2 109 127.7 3028 131.7 401 138.1 820
24 h 62.25 273 72.59 2162 127.5 3118 131.5 414 138.0 849
48 h 62.39 267 72.70 2123 127.9 3 046 131.8 409 138.3 828
62.30 269 72.65 2132 127.6 3062 131.6 416 138.1 830
SD 0.08 3 0.06 31 0.19 49 0.14 18 0.09 13
RSD/% 0.12 1.02 0.08 1.44 0.15 1.60 0.10 4.40 0.07 1.57
4
Tab. 4 The recovery experiments
/mg /mg 1% 1% SD RSD/%
0.417 2 0.424 4 101.73
80% 0.417 2 0.407 8 97.74 98.92 2.45 2.48
0.417 2 0.405 8 97.28
0.5215 0.509 5 97.70
100% 0.5215 0.5113 98.05 99.38 2.61 2.63
0.5215 0.534 0 102. 39
0.625 8 0.6417 102. 54
120% 0.625 8 0.624 0 99.71 100.22 2.11 2.11
0.625 8 0.6159 98.41
0.659 0 0.688 4 104. 46
80% 0.659 0 0.703 7 106.78 104.61 2.10 2.01
0.659 0 0.676 1 102.58
0.823 8 0.796 9 96.74
100% 0.823 8 0.766 0 92.98 97. 64 5.17 5.29
0.823 8 0.850 1 103.20
0.988 6 1.062 9 107.52
120% 0.988 6 1.037 5 104.95 106. 43 1.33 1.25
0.988 6 1.056 1 106. 83
0.497 6 0.536 6 107. 84
80% 0.497 6 0.541 8 108. 87 107.43 1.68 1.56
0.497 6 0.525 4 105.58
0.622 0 0.608 6 97.85
100% 0.622 0 0.6156 98.96 97.26 2.06 2.12
0.6220 0.590 7 94.97
0.746 4 0.754 6 101.09
120% 0.746 4 0.797 5 106. 85 104.43 2.99 2.86
0.746 4 0.786 5 105.37
0.1393 0.123 8 88.92
80% 0.1393 0.122 2 87.72 90.41 3.67 4.06
0.1393 0.1318 94. 60
0.174 1 0.165 2 94.91
100% 0.174 1 0.161 0 92.50 92.96 1.77 1.90
0.174 1 0.159 2 91.47
0.208 9 0.2013 96.34
120% 0.208 9 0.200 2 95.82 97.03 1.67 1.72
0.208 9 0.206 7 98.93
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/mg /mg 1% 1% SD RSD/%
0.3829 0.388 0 101.35
80% 0.3829 0.404 3 105. 60 105.11 3.54 3.37
0.3829 0.4150 108.39
0.478 6 0.492 9 102.99
100% 0.478 6 0.526 2 109. 94 108.18 4.58 4.23
0.478 6 0.5342 111.62
0.574 3 0.560 2 97.54
120% 0.574 3 0.634 4 110.47 106. 26 7.55 7.11
0.574 3 0.636 2 110.77
2.2.5 L ( xxs
2.1.3 5 5 ) RSD 5.
5
Tab.5 The reproducibility experiments
/(mg/g) /(mg/g) /(mg/g) /(mg/g) /(mg/g)
1 1.691 5.802 4.157 0.732 4.521
2 1.761 5.853 4.380 0.772 4.508
3 1.620 4.764 3.747 0.775 4.704
4 1.665 5.007 4.035 0.684 4.646
5 1.700 5.014 4.128 0.713 4.687
xxts 1.680 +0.052 5.288 £0.503 4.089 +0.230 0.753 £0.039 4.613 £0.093
RSD/% 3.06 9.51 5.61 5.33 2.01
6 3
Tab. 6 The main index concentrations in Qingdan Capsule of three batches
RSD/% /(mg/g) RSD/% /(mg/g) RSD/% /(mg/g) RSD/% RSD/%
/(mg/g) /(mglg)
080401 1.043 £0.027 2.57 8.238+0.474 5.75 12.441+£1.242 9.98 1.706 +0.149  8.75  9.572 +0.665 6.94
100101 1.090 £0.032 2.97 10.267 £0.354 3.45 3.103+0.072 2.32 0.531 £0.013 2.36 4.102 +0.138 3.37
090501 2.801 £0.081 2.89 11.099 £0.122 1.10 4.988 +0.049 0.97 0.748 £0.039 5.27 5.181 £0.049 0.95
1.644 +1.002 9.868 +1.471 6.844 +4.938 0.995 +0. 625 6.285 +2.897
2.3 3 5 pL 2.1.1
3 2.1.3 ( 3) .
5 pL 2.1.1 mAU
( 2) 166.52
e}
2.1.3 12475
10
mAU 8298
212,631
? 4121+
159.02 0.56 , . . s ___JL@
o 20.58 4116 61.74 8232 10290 12348 144.06
105.41 | #/ min
3 15 22
78
il || A “'znml B, 3 HPLC
s hY: k ‘ "\)\. | h llff: )\ i f \1 j k'/ L%m Fig.3 The HPLC chromatogram of negative sample
0 20.58 4116  61.74 8232 102.90 123.48 144.06 of Qingdan Capsule
t/ min
2 HPLC 2. 4 N N ~
Fig.2 The HPLC chromatogram of Qingdan Capsule
8. 10. 19. 21. 22. ( pg)

8. polydatin 10. hesperidin 19. emodin 21. chrysophanol 22. physcion
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