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Research on Crystallization Technique of Diosgenin

ZHANG Yan, WU Yongjiang, WANG Longhu, DU Wenjun, LIU Xuesong*(College of Pharmaceutical Sciences,
Zhejiang University, Hangzhou 310058, China)

ABSTRACT: OBJECTIVE To investigate the different parameters influenced on the process of crystallization of dioscorea
and determine the optimal conditions. METHODS Based on the crystal purity and precipitation rate, the influences of
crystallization temperature, crystallization time, cooling rate and stirring rate on product were investigated by single factor
experiment. RESULTS When the crystallization temperature was 30 ‘C, the holding time was 2 h, cooling rate was
33-50 "C-h™' and the stirring speed was 60 r-min”", the product purity could achieve more than 98% and the precipitation rate
was 75%—-80%. CONCLUSION The method is reliable and stable, and can provide reference data for industrial production.
KEY WORDS: dioscorea; diosgenin; crystallization
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Tab. 1 Effect of temperature on the crystallization of
diosgenin
i/ C HR PRI/ C i AL RE /% Hr ik 3/%
20 180.1~208.3 96.1 90.6
30 204.2~207.1 99.9 74.9
40 205.3~208.8 98.5 60.9
50 208.0~209.8 99.8 37.6
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Tab. 2 Effect of cooling rate on crystallization of diosgenin

Wi 2 3/ C-h in PR/ C ERAEEE % HTHE%
100~150 176.1~208.5 93.5 75.4
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Tab. 3 Effect of holding time on crystallization of diosgenin
FRibZ s/ C HER AL BAEBRC BIRAE/% il E/%

1 204.0~209.1 99.3 75.6
30 2 206.1~209.3 99.9 772
3 203.9~210.7 98.0 78.6
1 209.0~209.5 98.2 50.5
40 2 207.0~209.6 98.6 61.9
3 204.1~209.4 100 59.7
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Tab. 4  Effect of stirring speed on crystallization of

diosgenin

P /e min ' mn R IERE/C AL /% BTH %%
0 206.1~209.3 99.9 77.2
60 206.1~209.1 98.0 77.6
180 174.1~-210.2 92.4 78.5

35 &g LZ2WIE

MR b st ah B, #E il T2 4040
gE SRR TN 30 'C. FRIRIEZE N 33~50 'C-h'.
BEIFIEIY 2 hy BEPEEE N 60 romin~'. IR T
SAFRT 3 MM EL L, SR INK S, He
TEA W 1. SLIRas RARN, 45 dn T 2 Rei8 e mifs
FE A AT AR, B AR T

=5 MULIYMERER

Tab. 5 The results of the optimization process

AT SRR PR R/ C MR % BT ER%
A 207.2~210.7 99.5 80.4
B 204.7~209.6 99.8 77.9
C 205.0~210.9 98.9 78.2
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Fig. 1 Crystal morphology diosgenin
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Synthesis of Chloroprocaine Hydrochloride

WANG Weifang, WANG Liya, HU Pu(Zhejiang Xianju Pharmaceutical Co., Ltd., Xianju 317300, China)

ABSTRACT: OBJECTIVE To synthesis chloroprocaine hydrochloride and optimize the reaction conditions. METHODS
The chloroprocaine hydrochloride was synthesized from 2-chloro-4-nitrobenzoic acid via reduction, esterification and salification.
RESULTS The structure of product was identified by IR, '"H-NMR, ">C-NMR and MS, the total yield was 73.9% and the
HPLC purity was 99.76%. CONCLUSION The synthetic process is simple, easy to control and suitable for industrial
production.

KEY WORDS: chloroprocaine; 2-chloro-4-nitrobenzoic acid; synthesis
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