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Study of the Synthesis of 2,2" — Azobis N—Ethanol —2—

Methylpropionamide
XU Guang—hui', ZHU Guo— biao?
(1. Production Department, Jiangsu Huada Chemical Group Co. Ltd., Changzhou 213033, China; 2.
Jiangsu Key Laboratory of Fine Petrochemicals, Changzhou University, Changzhou 213164, China)

Abstract; 2, 2, —azobis 2—methyl propionate methyl ester was obtained with the ester yield of 90. 6%

by using azodiisobutyronitrile and methanol as raw materials and by alcoholysis reaction of thionyl chloride

as catalyst. The above ester was ammonolysised with monoethanolamine to produce 2, 2’ —azobis N—eth-

anol—2—methylpropionamide with the product yield of 85.1%. The desired product was obtained by re-

crystallization of the above product in water with the yield of 84. 5%. The total yield of the desired product

for this process is above 65% with the product purity above 99. 4 %.

Key words: alcoholysis reaction; ammonolysis reaction; 2, 2’ — azobis N — ethanol — 2 — methylpropi-

onamide; recrystallization
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Fig. 1 Effect of amount of substance on yield of [
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Fig. 2 Effect of reaction temperature on yield of [
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Table 1 Effect of the types of catalyst on the reaction
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Table 2 Effect of amount of catalyst on the reaction

n (EEW L) = n REAFD e
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1:1.00 85.3
1:1.25 85.5
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Fig. 3 Effect of amount of substance on yield of [[
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Fig. 4 Effect of reaction time on yield of [[
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Fig. 5 Effect of reaction temperature on yield of [
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Table 3 The recrystallization solvent selection of [[

7 e/ % Jiri/C
FH 31.4 142.5
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et 45.2 143.5
7 Ak i 53.5 144.0
7K 84.5 144. 0

M 3 AIE W, a1 EE 25 5 B A R e

Ko EEBEMELH TN, 45g MA R T
(N— B MeRLA, 150mL K, 3g ildEmk, Mk
£ 75—80°C, fRIEHFE 1h, 70°CLL LT IE,
FUBWVe 2 20°C LU M Hh 7= s 3 B L T 45 77
2y 38g, 45N IE Y 84.5%, 77 M STE
144.0CLL I,

3 % it

DR R T, W EEM BN Ry 5k, 24
SACETAEAE T A Bt e F1H A A7 AE T 1 2 7 20
RN, HAHEA S TR (N— B M, 7Y
JSTE 144.0°C UL |

WA R THEEMRN T, » (AR
fE) tn (BT tn (AE) HF1:2:7, 25
—30°CHEHET 3h i hnsE @AW, 30—35°CIRIR
RN 6h LA b, RN =Y &R EEeaw L, it
F90.6%., MNP, n kEWIT) +n (H
BEE) = (BROPEERE) R 1:0.75:7, 50—55C
T 1—L5hiEmaEfkay 15, 55—60°CIRIR KR
N12h Phb, RN PR 2 G A BRAS AR A 1T LA
W 85. 1%, 45g tb& W I Mldh . 100mL 7K, 3g
WrEse, 75—80° CHRIRIEHE 1h, &AM LE
YT WCRR 84,500, W sAE 144. 0°C LA |, DA
WA S T, BAR™ 8 E8BCRAE 65 %L |,

S % Lk

(1] Rtk KREE. TBA T [M] . deat. &5 0k,
2007.

[2] =M, &6, Kignfes i Rorp & F 0 [M] . dest. b
Tl i AL, 2004,

[3] Kondo Suguru, Hirose Seiji. Shiraki Kazuo. Azoamide Com-
pounds and their Use as Polymerization Initiators: EP,
0957114A1 [PJ]. 1999—11—17.

[4] Maesawa Tsuneaki, Shirki Kazuo, Shimamura Nobutaka.
Azoamide Compounds and their Use for Producing Block Copol-
ymers: US, 5973125A [P]. 1999—10—26.



