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Purification of Syringin by Preparative High
Performance Liquid Chromatography
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Abstract: In this study, Ilex rotunda Thunb sample was pulverized and extracted with 50% ethanol. Consequently, the
crude product of syringin was obtained from the ethanol crude extract through purification with XDA-1-macroporous ad-
sorption resin. In order to prepare syringin with the preparative HPLC, the initial chromatographic conditions of the pre-
parative DAC-HB50 column (50 mm x 1 000 mm;the packing material ; chromatorex C,5,10 pm,300 g) were investi-
gated with the analytical welchrom C4 chromatographic column (4.6 mm x 250 mm, 10 wm) on the preparative
HPLC. Furthermore , syringin was acquired from the crude product of syringin under the best loading amount that was
sought through the optimization of the initial separation condition. Finally,the TLC and analytical HPLC analysis results
showed that the final obtained product was syringin with the purity of 98. 6% . The molecular structure was determined by
single-crystal X-ray diffraction analysis. According to the data, the final obtained product was further confirmed as syring-
in.
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Table 1  Optimization of mobile phase
TR 1y {3 B ik i) Resolution SrESEERY SD K
Mobile Phase Retention time of 1 (min) Resolution of SD
10% Z.Ji 15 ~ 16 1<R<1.5 0.078
10% H izt 25 ~ 26 1<R<1.5 0.065
20% i 13 ~ 14 1<R<1.5 0.095
30% H i 4 ~5 R<1 0.083
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Table 2 Optimization of loading amount in preparative HPLC

Loading amount ( mL) Purity (%) Yield (% )
118 99.2 + 0.24 93.1 + 1.46
130 99.0 + 0.26 93.2 + 1.52
140 98.8 + 0.23 93.1 + 1.68
150 98.5 = 0.21 92.3 = 1.55
160 97.3 + 0.19 87.3 £ 1.78
170 96.2 + 0.25 85.6 = 1.45
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