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1.2 &m¥®
1.2.1 48 2B AX TRV HE 1
18.72 g(0. 10 mol) 5 L # & 44 11. 04 g (0. 12 mol)
BT 50 mL AP RRESHH 200 EBRAK
A pHS~9; f LRI B B A FAAFH L0 TC
MR EH4 A 20% # 8 55 mL(0. 30 mol) ¥, 4
BEAAES C.AE.RMR R, oM AR E
47 4 g(0.04 mol) , B, BEEF L 0~5 Clt s
B R0.5 h, 818 s A6 R Rk % pHL. 5~3.0 #F
i 10 49 B 4k

L Fe |l A REAK 150 mL AR A
P, ERF T RNARAH 14 g, mBEH, 5
AN FEER 4 31, 60 g(0. 20 mol) , Aw 5, 4 & 4w
REDARML 6 h. MEERREY. REAART
aEH20% H BB £ pH3~6 A7k B4R, B iE
MEBR THEELEH AN YO EH RS K
22.12 g, M &76. 0% AT 3.

TR(KBr,em '):3 434,1 717,1 588,1 394,
1 152.
1.2.2 4 8-2mBEAFTRFE(V)H LK
‘R L PR K FEANAN 23,66 g(0. 10 mol), ¥ &2
21 mI.(0. 50 moD)Fe 2} PR 585 0.91 ga(hH R 4
EREH2.3%0) . AR AL 1L h LR, RERRE
R ABBFHAAANRK, HEREEK, PEHEEZE
REBVHaGE %S 21,86 g,k & 87.2%.

IR(KBryem™):3 095,2 948,1 731,1 352,
1172,1 055,
1.2.3 4-R-2BBEAETHRTFE )& E R
B EFL T HEAV 25,07 g(0. 10 mol) f= — &, F 1%
100 mL, £ k6427 F S N £ EALHE 25.02 ¢
(0.12 moD) , TERBTFTHAFER M 2 h. B E,mA
K, RAIE, RARBRBEE TR, BB, BREK
wEAVGAS: REFEER. BN E9EH
£ 21.02 g, & 78.1%,% 5 66~68.5 C.

TR(KBr,em '): 3 096,2 955,2 848,1 742,
1587,1 473,1 434,1 297,1 254,1 180,954,838,
MS(m/z, %) :267. 6(35. 31),237. 1(100), 168. 8
(33.42),153. 7(22. 15), 144. 7(33. 78),137. 9
(27.29), 125, 6 (29. 50), 109, 5(59. 64), 74, 2
(87.88),63.0(30.10),50. 2(20. 13).
1.2.4 48 2-(N-FEAEBBREL)EATRTE
(MD) # 4 % @R RHFH P HEAN VI 26.91 g
(0.10 mol)F= 3 B 10. 02 mI.(0. 11 mol) , £ # 3
TFheAwter 10 mL, @A E 1 h, BE 5, m Ak
& 30 mL, B Z B3, b k4 B AL SR B K, MR
KERK, AVETL£LE,. FUH9ELEHK

31.18 g, & 95. 7% , 45 & 166~168TC.

IR(KBr,cm™):3 468,2 923,2 848,1 739,

1591,1 324,1 298,1 186, 1 099. MS(m/z, %) :
325.0(3. 38),293. 0(100),232. 9(16. 86),229. 2
(26.89),213. 0(38. 81),200. 9(20. 68),139. 2
(17. 15), 137. 8(27. 62), 109. 7 (55. 86), 92. 2
(18.03), 90. 8 (59. 43), 77. 0 (40. 11), 75. 1
(40.70),64.1(39. 64).
1.2.5 A-F-2-(N-FE-N-FRA 8t i) ETH
WE(I)®MA MR @A EMAMmFTHEANA 32.58 g
(0.10 mol)F — & ¥kt 100 ml., ks T #
HHZREFMAESZE-FE 9.5 mL(0, 10 mol), &
AT RBERFEO CAT. AmE, RERE
5 h. KR EE A kK TO mlL, 5 th H ALK, A RAK
BN TR HE.AGERETHIT SRS, A
ABELER HF I e ERKRKER 3031 g, 0k
£ 89.3%,4% & 89.5~92 C.

IR(KBryem '): 3 073,2 951,1 738,1 587,
11493,1 452, 1 132, 1 356,1 291,879, 834,768,
697. ' H-NMR(CDCl;)&:7. 18-7. 55(7H, m) , 3. 82
(31T, s), 3. 31 (311, s). MS (m/z,%): 339. 1
(14.88),308. 1 (12. 81), 233. 0 (100), 169. 1
(15.02),106. 0(45. 21),77. 1(30. 32).
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Synthesis of Methyl 4-Chloro-2-(N-methyl-N-phenylsulphonamide) benzoate

LIN Run-feng ,ZIIANG Ileng ,YANG Yi-hong , ZITANG Chun-lei ,YANG Jian-she
(Kcy Laboratory for Green Chemical Process of Ministry of Education,
Wuhan Institute of Technology, Wuhan 130071, China)

Abstract: Mcthyl 4 chloro 2 ( N methyl N phenylsulphonamide) benzoate ( T ) was an important

intermediate of Tianeptine, Starting with 1-Amino-methylbenzene-2-sulfonic acid ( Tl ), the title

compound was prepared through diazotization and Sandmeyer reaction, oxidation, esterification,

chlorination,condensation and methylation, The total yield was 44. 2%. The improved process was more

suitable lor industrial production because ol higher yicld and lower cost. Structure ol product was
confirmed by IR,MS and ' H-NMR.
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