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Synthesis of 4-hydroxy-3-methoxyphenyl Oxime

ZHAN Jian-jie ZHOU Xu-zhang ZOU Li-peng WU Wen-jian
College of Aerospace and Material Engineering National Univ. of Defense Technology ~Changsha 410073 China

Abstract The synthesis of 4-hydroxy-3-methoxyphenyl-oxime has been made from vanillin hydroxylamine hydrochloric acid and
sodium hydroxide. The factors of reaction process include theses such as temprature reagents strong bases and mole rate of three
crude materials . The results show that the best mole rate of three reagents is for 1 1.2 1.1  and the product ratio is for 97.4% . The
reactive process and mechanism of synthesis has been discussed. The synthesis product has been corroborated after the measurement of
melting point and analysis of its IR "HNMR  TIC-MS.
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1
1.1

DF-101B AVATAR-360 TIC-MS
CLASS-2000 GC-17A/QP-5000
1.2
1.2.1
4.0g 25ml 1.9¢  5.0ml
1.2¢  3.5ml 70°C 2.5~3h
NaCl
2~3 120 ~ 122°C 97.4%
1 2 3
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4 5
50°C 60°C  70°C  80C
1.2.2
mp 120-122C mp 120-121°C IR KBr om' 1697.37 vs C=N 2870.11 m H-
C= 1850.83 s -CH; 2933.87 s C=N N -OH  3231.74 s -OH
2925.60 s C-H 'THNMR CDCl; & 3.9113 s 3H -OCH; 6.2167 s 2H
Ar-OH =N-OH 6.9602 m 2H Ar-H 7.2275 d 1H Ar-H 8.0740 s IH A CH=N
TIC-MS M/Z 167 M 167.34 M+1 168 M 152
3- -4-
2
2.1
NaOH NaCl KOH KCl
60°C 1
1.2 1.1 3h
2.2
2.2.1

CH, CH,CH,0H CHj
H CHO + NH,OH HCl+NaOH¥A> H CH = NOH + NaCl + 2 H,0

HO—O@ CHO + NaOH —> NaO—O@ CHO + H,0
CH, CH,
OH,C
HO—O@CHO + Na CHO + HCl—> om@o @CHO + NaCl
CH;, CH;, CH,

+H20
2.2.2

CH;
M HO—O@
M-CH=0+H*=—=M-CH=0"H==M-C"H-OH
M-C*H-OH+NH,OH=—=M-CH OH -N*H,-OH==M-CH OH -NH-OH+H*
==M-CH-NH O*H, -OH==M-C*H-NH- OH + H,0
M-C*H-NH-OH=—M-CH=N*H-OH=—M-CH=N-OH+H"

NH,OH HCI + NaOH —>NH,OH + NaCl + H,0
- H,0

M-C*H=0" + NH,OH—> M—(‘]H—NHOH M—CH—NHOH M - CH=NOH + H,0

OH OH 26
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