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Study on Preparation Process of Pinostrobin from the Leaves of Carya Cathayensis Sarg.

ZHU Xuexin', PANG Minxia®”, HUANG Yanfen’, HUANG Weipeng®, JIANG Fusheng’, JIN Bo’, DING

Zhishanz*(l. Yuyao Hospital of T.C.M, Yuyao 315400, China; 2.Zhejiang Chinese Medical University, Hangzhou 310053, China;
3.Zhejiang University of Technology, Hangzhou 310014, China)

ABSTRACT: OBJECTIVE To optimize the preparation process of pinostrobin from the leaves of Carya cathayensis Sarg.
and to provide theoretical basis for further development and utilization of the leaves. METHODS Signal factor test was
investigated to optimize the manufacturing process of pinostrobin. Pinostrobin was obtained by alcohol-backflow extracting,
sodium hydroxide degeneration, adsorption and desorption of polyamide resins, extract of petroleum ether, alcohol crystallization
and determined by RP-HPLC. RESULTS The best preparation process of pinostrobin was as follows: the powdered leaves
were extracted twice with 95% ethanol by reflux for 30 min at 100 ‘C. Add 1 mol'L™" sodium hydroxide solution to the
extraction solution with a volume ratio of 400 : 5, then let it rest the night and take the supernatant mixed with polyamide and
rotate to dry with liquid ratio 20 : 1. The sample-laden polyamide resins were added to a glass column and first washed with
15 BV deionized water, second with 15 BV 20% ethanol-water solution and last with 15 BV 60% ethanol-water solution which
was concentrated and dried. Crude from 60% ethanol-water solution was dissolved in methanol and extracted 10 times
continuously with petroleum ether. The product from petroleum ether was dissolved and crystallized in ethanol-water solution
and the pinostrobin with high purity (> 90%) was obtained. CONCLUSION The method is stable and feasible, and is suitable
for industrial production. Sodium hydroxide degeneration, adsorption and desorption of polyamide resins and alcohol
crystallization are the key steps to obtain high purity pinostrobin which can lay the foundation for pinostrobin preparation at
large scale, also provides theoretical basis for the development and utilization of the leaves.
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Fig. 1 Effects of the sodium hydroxide on the concentration
of pinostrobin in sample solution
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Fig. 2 Effects of the solid-liquid ratio between polyamide
resin and sample solution on the recovery of polyamide resin
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20 89.67+5.51 2.19+0.12 2.44+0.03 2.94+0.04
30 124.33£13.05 13.06+0.97 10.53+£0.35  15.36+0.51
40 164.00+18.08 19.19+0.80 11.76+£0.80  22.31+0.48
50 223.33£12.90  36.43+1.25 16.33+0.40  44.81+0.63
60 288.33+12.34  63.52+1.78 22.04+0.33  76.79+1.23
70 305.00£13.86  59.13+2.49 19.39+£0.22  72.69+1.45
80 365.33+7.64 61.39+2.12 16.80+0.24  74.64+1.85
1.5-
10 BV-h!

ERIA ZIKE /mg-mL!

B3 zRot AR &
Fig.3 Dynamic desorption curves of Pinostrobin at 10 BV-h™"
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Fig.4 Sample diagram

A-crude product from laboratory preparative-scale test; B—thick yellow
crude product from petroleum ether extraction; C—pinostrobin crystals.
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Fig. 5 HPLC chromatograms

A-sample solution; B—sample solution after treatment with sodium
hydroxide; C—final product under optimum technical condition
(crystallization); 1—pinostrobin; 2—pinostrobin chalcone.
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