$ 23K F2m FHMRFFR (BRAFHR Vol. 23 No. 2
2011 % 6 A Journal of Changzhou University (Natural Science Edition) Jun. 2011

XEHS: 2095—0411 (2011) 02—0029—03

2—WHE 2—TE-1,3-"AZENER

M B, tRaitE, W, TUrs, ke
CHEN R FmAL T2EB%, V095 %N 213164)

FEE. 2— W —2— -1, 3— N E A MY NE o« — Z BRI EEEITH, Bl p— R 2 kT = B T
5% T B R 5 LI A5 I F*J@L %%ﬁ%?ﬂﬂﬁ@ﬁﬂ){rﬁ%w, FEEA9.01% . X RBTR . RNV ECRL L. RO I EE L
BB R B VAT T Al . 7™ W Y 45 AL 5@ MR, ¥ CNMR, IR £k, X—Ray ¥ & 0755 5 57 48 78 5 F 18] Fl o 5 N S0 0 77
.,

KEEW: 2—HEE—2—FE-1.3 -8, RESHEGRI; o Z8R; 5 X—SLamahig

FESES: O62.415 XEkFRIREG: A

Synthesis of 2—Benzyl — 2 — Nitropropane— 1,3 — Diol
CHEN Ying, XU Chong—fu, CHENG Yao—zhou, WANG Xin—yu, ZHANG Du—juan
(School of Petrochemical Engineering, Changzhou University, Changzhou 213164, China)

Abstract ;

ceutical intermediate @ —serines, was synthesized via Aldol condensation of §—nitrophenylethane and s—

2—Benzyl—2 —nitropropane—1,3 —diol, an important precursor for the synthesis of pharma-

trioxane in the presence of a base. A transparent crystalline was obtained after recrystallization with
49.01% vyield. The selection of deprotonating agents, ratio of the reactants, reaction temperature and reac-
tion time were optimized. The structure of the product was confirmed by ' H NMR,"””CNMR and IR spec-
troscopy. X—ray crystallography revealed the existence of both inter — and intro — molecular hydrogen
bonds.
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Fig. 1 IR spectrum of 2— Benzyl— 2— nitropropane— 1,3 — diol
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Fig. 2 Molecular structure in crystal state
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Table 1 Effect of the feed ratio on the yield of the product

n (B—HEFIEHELED +n (ZRIPED FEE Y
1.1 45.27
1:1.1 47.74
1:1.2 48. 32
1:1.3 48. 35
1:1.4 48. 37
1:1.5 18.38
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Table 2 Effect of the reaction temperature on the yield of the product

S I B /°C 0 20 40 50 60
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Table 3 Effect of the reaction time on the yield of the product

S st (8] /b 3 5 8 10 12
TR/ Y 37.22  48.83  47.71  46.52  44.90
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