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STUDY ON GREEN SYNTHESIS TECHNOLOGY OF
PHARMACEUTICAL INTERMEDIATES METHYLAMINE
HYDROCHLORIDE

Shen Hongdan, Liu Deju, Zhu Xun, Xiang Dongsheng

(Yancheng Industry Vocational Technology College Jiuzhou Pharmacy Institute ,Yancheng
224005, Jiangsu,China)

Abstract; The methylation reaction of Hydroxylamine was studied by using 1,8 —diazabicyclo[ 5. 4. 0]

undec-7-ene (DBU) as catalyst and dimethyl sulfate (Me,;SO,) as methylation reagent. The reaction

mechanism was analyzed, and the effects of solvent, reaction temperature, reaction time, pH value

and molar ratio on the experimental results were investigated. The result showed that the optimumre-

actions were as follows: a mixture of two chloromethane and methanol (volume ratio 2 : 1) as a sol-

vent, hydroxylamine hydrochloride and dimethyl sulfate methylation, with molar ratio of 1 ¢ 0.7, pH

value of 9-10, reaction temperature 10 °C, reaction time 6 h, the total yield reached 86. 2%. This

process can use the second methyl of some dimethyl sulfate to reduce the amount of dimethyl sulfate,

and provide a technical reference for the industrial production of methylamine hydrochloride.

Key words: methylation; 1,8-diazabicyclo[ 5. 4. 0 Jundec-7-ene; dimethyl sulfate; catalysis; green syn-

thesis



