8 - 451 -

(1. , 473061 ;2. , 473004)
; (TVP) 2
3345 )- () 2@B45 )-3 ()
) Gs - 30
70) , 320 nm , 159
, 27, 35nL , 80°C
2h, 84 8°C 3h
99 %
; ;2 -3 (245 )- ;2345
)-3 .
10 621;TQ 463 A

:0367-6358(2006) 08-451-03

Sudy on Anayds and Converson of |omers in Condensation
Products of Trimethoprim Synthes s

.1 .2
WANGLin , LI Rulin
(1. Department d Chemistry, Nanyang Normal University , Henan Nanyang 473061, China;
2. Department o Biochemisty, Nanyang Institute d Science and Technology, Henan Nanyang 473004, China)

Abgract: The contents of iomers 2-methoxymethyl-3- (3,4 ,5-trimethoxyphenyl) acrylic nitrile () and 2= (3,4,5
trimethoxybenzyl) - 3-methoxy acrylic nitrile () in the condensation products of trimethoprim synthes's from 3,4 ,5
trimethoxy berzal dehyde were analyzed by high performance liquid chrometography with Gs column a 320 nm detection
wave length and tetrahydrof uran-water (30 70) as nohile phase. The conversion process of the i omers was optimized.
When the mass of condensation products was 15 g, sodium methanol was 27 i and 35 nil of aoohol or ethylene glyool
noromethylether was used as lvent, the tenperature/time of the fird and second reflux were 80 °C/2 h and
84 86°C/3 h regectively , the rdative content of isomer  reached over 99 %.

Key wor ds: trimethoxyberza dehyde ; trimethoprim; 2-methoxymethyl-3- (3 ,4 ,5trimethoxyphenyl) acnylic nitrile; 2- (3,
4 5-trimethoxybenzyl) -3-methoxy acnylic nitrile; andyss
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1.1 1.3.2 TMP
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) ,2487 - ( Waters
), ( ) , 50
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( : 98 %, : , 100°C
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50 60°C, 30 min, 15 g , a Vo Vo
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1 L]
1 , THF
t /min t /min a ,
Vo Vo =050 952 9.005 1.077 , THF
Vo Vo =40 60 13272 12.393 1.087 , THF 30 % ,
Ve V0 =40 60 4.000 4.502 1.295 , ; 30 %
Ve V0 =35 65 5.275 6.109 1.280 , , THF 30 %
Vn V0 =30 70 6.790 7.790 1.223
Vg Vo =25 75 9.411 10.618 1.170 2.2
1 :
80% 20%, 2 4 5
THF
2 | %
/h
/mL 2 3 4 5
15 73.23  26.77 68.52  31.48 66.07  33.93 65.32  34.68 62.01 37.99
21 70.09  29.91 55.24  44.76 43.2  56.78 35.16  64.84 32.31 67.69
27 65.84  34.16 37.87  62.17 21.09 7891 10.37  89.63 8. 64 91.36
33 61.23  38.77 33.65  66.35 20.17  79.83 9.9 90.01 8.01 91.99
40 60.86  39.14 31.94  67.06 13.12  86.88 10.02  89.98 8.38 91.62
100 , 80 2h,
%0 b 8 3h
B 99 %
E]E 701 4
[
§ 60t No FC /%
= st 1 80 91.23
40+ 2 82 95.93
30 1 I I 1 1 1 3 84 99.11
20 25 30 35 40 45
AR/ mL 4 86 9.15
5 83 9. 74
2
a b ic. 2.3 TMP
3
No- hEPQ  hEs9) /% (T™P) |
1 5 0 %.23 90 %
2 1 4 95.43 3
3 1.4 3.6 %.76
4 2 3 9. 16 ,
5 2.5 2.5 %.15 ,
, T™P
, 159 ( 507 )
27, 35
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