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Synthesis and Structure Elucidation of Sulfonamide Haptens
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Abstract Four sulfonamide haptens were synthesized and identified by 'HNMR, FABMS
and IR. In these structures, the four spacer arms were linked to N! section of 4-aminoben-
zensulfonamide, and the feature common to sulfonamides was exposed.
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Kofler 8 # 5 0 & {3 s TR-435 BT SH {3 JEOL FX-90Q BB iR, 'HNMR %
# DMSO-d;» P4k TMS; KYKY-Zhp-5A R K i {X (FAB J); E B (TLOBK A
GFos (HRWHEAT ) BIFH 1 2 B B I sk -85 (5 ¢+ 52 900, BFFH I HHE-IE
- 2 BR- A (15 ¢ 15 ¢ 12 119) 5 ook MEBE iy Tl B 4 A7 430500 in KOH [H i1~ 2 h/E 24§l
%, R THAR KOH H48 F; KA AR 4.
1.2 ¥HFEBPBEM
1,21 2HEH B4R B9 3g(0.04 mo4-Z B EEXEFHBEEE SO0mL =AM
H, 7638 RS B, i 10 mL JEoK Atk BE S A, LR BERE T . 5. 0 g(0. 033 mol, B F 10 mL K
M) - EEEFRPEERMER NP, MEe, RAEBAERE LR 1.5 h FREELE,
BHEER, TLCORFA 1) WH R 3R . # R MR B E 500 mL BREH S, i1 200 mL
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2 mol-L~! NaOH % i, Z b E L ME (W 0.5 h) BB IERK, SRR 2 h, RHEZE
B,TLCURFEA 1) MI R Riad# . BERET . (5] KB M 00 6 mol-L~* HCl ZE ¥ i IR IR
(pH4), =Y HZ M Z B4R M (200 mL X1 100 mLX2),WEZRZER . BEREBN B
BEWES TR 72h,189.28 g AEHE,m. p. 197~199°C, % 96. 0% ., 'HNMR, &.:10.18
(s,1H, COOH),7. 70, 7.08(d,4H,AA' BB’ , J=8.50 Hz, Ar-H), 7. 38, 6.50(d,4H, AA’
BB', J=8.90 Hz, Ar—H), 6.00(br, s, 2H, NH,), N-FABMS, JE#¥HN _Z 8 (DEA),
m/z(%): 292(M~,18), 291((M—H]~,70), 246([M—H—CO.HI™,6), 156 (H.N <{O>
S0,,25), 136([M—156]1", 22), IR(KBr), Upns(cm™):3 450~3 350(N—H, >N—H), 3
300~3 200(0—H), 1 680(C=0), 1 620, 1 680(Ar), 1 500(Ar), 1 400, 1 320~1 280,
1 240(C—0), 1 155(5=0), 1 090, 920, 830, 780,
1.2.2 $HEH, 4% BO. 18 g(0. 77 mmol)4- Z. Bi iR F B & A 0. 10 g(0. 34 mmol)
H,, %L 2. 1" EARH,. “YWUER ZBRZEERE, A& TLCURFA 1)#T4
4,78 65 mg RE BB AK ,m. p. 106~109C , W} HK 42. 0% . 'HNMR, 5:10. 64, 10.53(s,2H,
SO,NH), 7.75, 7.08(d,4H, AA'BB’, J=8.50 Hz, Ar—H), 7. 64, 7.06(d, 4H, AA’
BB', J=8.50 Hz, Ar—H), 7. 39, 6.50(d, 4H, AA'BB’, J=8.9 Hz, Ar—H), 6. 00(br,
s, 2H, NH,), N—FABMS, JE# DEA, m/e(%):447(M~, 40), 446([M—H]~,100), 430
(IM—H—NH,]",8>, 402([M—CO,H]~,10), 311(H,N <{O> SO,NH <{O> SO, 49,
291 (IM—H,N {C> S0,]", 55), 246((M—CO,H—H,N <{O> 80,1", 78) ,IR(KBr) ,0pe
(em™):3 450~3 420(N—H, >N—H), 1 725(C=0), 1 640~1 620(Ar), 1 455(Ar),
1 400,1 290~1 280, 1 240(C—0), 1 170, 1 145(S=0), 900, 827, 768, 740,
1.2.3 FHEH, 4% B2 0g(8.6 mmol)4-Z Btk 3 H 1% Bt & 1. 4 g(10. 7 mmol) 6-
EEOR, B2 1P ESRH, 8 0.52 g AR K ,m.p. 126~129C, K #21. 1%,
'HNMR, 3:11. 95(s,1H,COOH), 7. 37, 6.58(d,4H, AA'BB' ,J=8.50 Hz, Ar—H), 5. 85
(br,s, 2H,NH,), 2. 66 ~ 2. 48 (m, 2H, SO,N —CH,), 2. 24 ~ 2. 07 (t, 2H, J =7.2 Hz,
CH,CO,H),1.56~1.10(br,m, 6H,(CH,);), N—FABMS, &% DEA, m/z(%):286(M~,
8), 285((M—H]",38), 241 ((M—CO,H]*,2), 171 (H,N @ SO,NH™, 8), 156 (H,N
{O> S0,™, 15130([M—156]", 12), IR(KBr), v (cm™):3400, 3320(N—H), 3130(0
—H), 2190, 2850(C—H), 1695(C=0), 1630, 1595, 1500(Ar), 1465, 1430, 1410, 1300,
1240(C—0), 1200, 1145(S=0), 1100, 1040, 985, 935, 845,680, 580, 543,
1.2.4 $HEH, AR B 2.0g(8 6 mmol)d-Z B BB M 1. 2 g(10. 32 mmol)
1,6-B -, 1. 2. "W HFEAR H, B 0.16 g R B BB K, m. p. 112~115C, W &
7.0%. 'HNMR, 8.7. 35, 6. 57(d,4H, AA' BB’ ,J=8.50 Hz, Ar—H) 5. 84(br, s, 2H,
NH,), 2. 32~2. 28(m, 4H, SO,N—CH,, CH,NH,), 1. 24~1. 16(m, 8H, (CH,),). P—
FABMS, B4 AR M (NBA),m/z(%):272((M+H]J*,60), 270([M—H]*, 40), 242
(CM+H—CH,NH,]*, 10), 228([M+H— (CH,),NH,]*,9), 195(20), 173(62), IR(KBr),
Vmex (cm™1) ;3 460~3 250(N—H), 2 900(>C—H) 1 625, 1 560, 1 500(Ar), 1 300, 1 155
(8=0), 1 100, 825, 745, 690, 540,
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HEH HAEBREES%T Sheth™WFE , BARKBEETHPR~YHECIESES
BEBESEARE L, EREO6. 0% FXMME(23%). & F H, WP BEBRENE
EMEFAEEMFEZR GRS, REE R E YN T 4- 2 Bk B 558 B S 5N
5], 3K T R Bt E , H, BRI RIEAE (42.0%)  EHR H, #1 H, & S b8 HREn
B, R 2%, =R EAR (7. 0% ~21.1%)

AHBEEHNPBRETRS, XM#FH DMSO-d, A FFUBEEFEFHAELHARE
EKIEZH, FIHEHS K HNMR 8 %14 H; f1 H, 5F —1 AA'BB' &% ,H, § 2 1
AA'BB' &% ,H, & 3/~ AA'BB' &%,

EHFEH, HIEEFFABMS FHEA THRHEMM+HIY, [M—H]" ¥4 F8 Fi&, H,,H,
M H;, A ETF FABMS FEWRIBIRFERN (M- . IM—H] ¥4 F& Fi&s, B BB T H1IE
MBREAEEFM—COH] MEA#EF, H, # m/z 156,136,H; B m/z 156,130 B F. LI H,
A, K EBERBERINT .

HN-—<O> s0.NH-<0>—s0,”  [M—HEN <{O> $0,7- M—HN {O> 50,~CO,H]"
m/z 311
m/z 291 m/z 246

HZN@SOZNH@SOZNH@COOH

m/z 447
— CO,H l_ H

[M—CO,H]~ [M—H]"
m/z 402 m/z 446

2.2 ¥HRENSHRENHE

A SAs (T ERA THEMELE FERE SAs BHEAREENOERL . RES5RAEE
ARMBRERRE (@B B, REAR B SAs SREFEBRK, W6 & Kbk (B
compound-specific antibodies) £ E R4 X EEE B SAs N' F R BURZE 1, A {56 9 IR 7= 4 %t
ZF SAs(BBAAAYABAT X R MENTAEX —BITREERT LR 4 MFEHUR, BA L
i N' b ¥ B R st (—COOH 8 NH,) g3 B R R Bk (GBI 45D . |
FH KB SAs 19 R BUR Il &R 23R, BT A H, W R AEFIEN R R , A BB R
Ptk E BB IR AR AT T R AB B BEN RS YR LA RREF =0 M. H, R
EEFHBERNEBRLSW, I ERIEMN S FREM B AEEHOFUAN™ £, H, 71 H,
B L — (CH) — B h B 8 . — (CH), — MBS MR AR, 8 H, 38 H, W8 i & B x84k
S EA B X E R LR k.
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