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Determination of Protocatechuic Acid in Spatholobi Caulis

LIN Huizhen', LIU Haowen', WEI Wei' | LI Wenting' , ZHAO Zhimin', CHEN Jianping” ,WANG Dongmei'
(1. School of Pharmaceutical Sciences, Sun Yat-sen University, Guangzhou 510006, China;
2. School of Chinese Medicine, The University of Hong Kong, Hong Kong, China)

Abstract: High performance liquid chromatography ( HPLC) was developed for the quantitative analysis
of protocatechuic acid (PA) in Spatholobi Caulis (the stem of Suberect spatholobus Dunn. ). The prepa-
ration method of sample solution was established by optimizing the extraction solvents, methods, times
and the sizes of the crude drug. The sample solutions were analyzed using a C,g column ( 250 x 4.6
mm, Sum) with CH;CN - ¢ =0. 5% HAc (volumic ratio, 10:90) as mobile phase and detected at 260
nm with a flow rate of 1.0 mL + min ~'. The crude drug was extracted by boiling water for three times and
1.5 h for each time. The obtained aqueous solution was concentrated and followed by extracted with ethyl
acetate for four times. The ethyl acetate layer was concentrated to dryness, and was resolved in methanol-
water (volumic ratio, 1:1) to give the sample solution previous to HPLC analysis. After systematic
method evaluation, the results showed that the linear range was 8.56 ~214 pg + mL ™" with correlation
coefficient R”of 0. 999 7; and the average recovery rate was 99. 2% with RSD of 2. 8% . The contents of
PA in market-sold seven batches of Spatholobi Caulis were determined to be in the range of 65.81 ~
122.35 wg + g '. The established method was accurate and repeatable, which could be used for the
quality control of Spatholobi Caulis.
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Fig. 1 UV-Vis absorption spectrum of protocatechuic acid
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Fig. 2 HPLC chromatograms of protocatechuic acid of

standard solution (a) and sample solution (b)
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Table 1  Reproducibility test (n=9)
WA R e it FEARIR ARRMERY AR i [l 3 RSD/
m/g A Mg/ \g i+ my,/ g iy My / g AR/ % YI{E/ % %
1 1.011 6 107. 62 147.70 251. 04 97.1
E(150%) 2 1.013 6 107. 84 147.70 251.81 97.5
3 1.012 1 107. 68 147.70 252.05 97.7
1 1.009 8 107. 43 105. 50 215.38 102.3
HF1(100% ) 2 1.007 9 107.23 105. 50 213.01 100. 3 99.2 2.8
3 1.010 5 107.51 105. 50 217.55 104.3
1 1.014 1 107. 89 52.75 160. 76 100. 2
K (50% ) 2 1.018 4 108. 35 52.75 159.13 96.3
3 1. 006 8 107. 11 52.75 158.55 97.5
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Table 2 Contents of protocatechuic acid

in Suberect Spatholobus Stem

Lk w (BULZER) / (pg-g™)
20110601 71.25 £0.97
20110701 65.81 +1.24
20110702 84.15+1.62
20110801 122.35 +£1.93
20110802 95.80 +1.41
20110302 106.31 £1.75
20120201 82.42 +1.06
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