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The Crystal Structure of Sulfisomidine
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4~ Amino—n—(2, 6—dimethyl —4—pyrimidnyl)
benzenesulfonamide, C;2H;4N;0,9] T4 EA 4=
£ a=12.626, b=11.262, ¢=9.375, a=fB=7 =
90°, V=1333.07A% D, =1.390g /o, T=
295K, FUTE Pca2iola AP A o]l Z=40]
oh 2 (Cu—K. )=1.5418 A & A}-£% 10687} 9] 3
Aol e 2SS RS R=0.040, weig-
hted R% Rw=0.046°]t}. & 8FE S & W3fo
2 F& olF1 e F4TZol 7 28 H(N2)
<t N(3), H(N1A)3} O(1)3tell %3 iAo m
ddHol M gl

Abstract

4-Amino-n—(2,6-dimethyl-4-pyrimidnyl) benzene-
sulfonamide, C;,H;4,N,O,, Unit cell parameters are a
=12.626, b=11.262, ¢=9.375, a =B =7 =90°, V
=1333.07A°, D;y=1.3909g /cni, and A (Cu—Ka )
=1.5418, The space group is Pca2,, Orthorhombic. T-
he final R factor of 1068 unique observed reflections
is R=0.040. Two pair of molecules which related by
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symmetry operation has strong hydrogen bond. One is
between H(N2) and N(3), and the other is H(N1A)
and O(1).
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Sulfisomidine 1950'd antibacterial activity
Z< Sulfonamide A1 59 3 d79 U0z M.
atsakawa(]. Pharm. soc. Japan 70.283(1950))¢l ]
3 Ruslol k. AwtE o 2 Sulfonamidess antib-
acterial activityE® 7FA ™ 1E9 fA x99} F4
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CHzol 2% 5483 NH7F 283 Sd@o] —
SO:NH—bridge®l ©jai 9250l 72& vehi
1 Aok 9 2 Sulfisomidine®] 543 & 7o
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Sulfisomidine2] ¥%A] ¢k(Aldrich)& Acetone £

H -1 Positional parameters and equivalent thermal parameters.

atom X y z Uleq)
C(1) | 05166(7) | 04119(7) | 0.269( 9)| 0.049
@) | 05847 | 0.52037) | 03063(12)| 0.066
Cc3) | 064076) | 0.5687(7) | 0.301(11) | 0.053
C@) | 0.68336) | 0.5071(7) | 0.1179(11) | 0.050
C5) | 064096) | 0.3976(6) | 0.0797(10) | 0.043
C©) | 055725 | 0.3496(6) | 0.153%( 8)| 0.035
C(7) | 0.6445(5) | 0.0892(5) | 0.2349( 8)| 0.032
C@® | 0.6733(5) | -0.00106) | 0.3321(9)| 0033
O | 077725) | -0.080(5) | 0.3498( 9)| 0.033
C(10) | 0.8209(5) | 0.12056) | 0.1815( 8)| 0.035
C(11) | 0.90456) | 0.189@) | 0.1100013) | 0.053
c12) | 08222(6) | 0.11676) | 04512 9)| 0.642
N(1) | 067988) | 0677%7) | 0269013)| 0081
NQ) | 0.5413@) | 0.11255) | 02174( 8)| 0.0%2
NG) | 0.849(4) | 0.0320(5) | 0.2679(7)| 0.035
N@) | 071984) | 0.1521(5) | 0.1618( 7)| 0.036
o) | 0389533) | 0223¢4) | 01315 7)| 0045

0@Q) | 05317(5) | 0.18695) | ~0.0380( 6) | 0.048

S 05021(1) | 0.21331) | 0.1051( 0)| 0.033
H() | 0459 8) | 0380 (9) | 032 (12)| 0069
H2) | 0530 @) | 0551 (9 | 0411 (11)| 0059
H@4) | 0737 (5) | 0.540 (5) | 0.061 (6)| 0014
H(S) | 0665 (5) | 0365(6) | 0002 (9)| 0042

HE®) | 0621 (6) | -0.045 (7) | 0319 (9)| 0.041

HQ1A) | 0.893 (6) | 0274 (7) | 0.081 (9)| 0113
HQ1B) | 0959 (7) | 0201 (7) | 0170 (9)| 0.121
H(1IC) | 0921 (6) | 0.146 (7) | 0.016 (10)| 0.132
H(12A) | 0.766 (6) | -0.146 (6) | 0.526 (10)| 0.076
H(12B) | 0.847 (6) | -0.178 (7) | 0.418 (10)| 0.146
H(12C) | 0.873 (6) | -0.101 (7) { 0.501 (10)| 0.091
HQN) | 049 (6) | 0.069 (8) | 0277 (10)| 0.153
H(NIA) | 0.758 (9) | 0.704 (6) | 0.224 ( 9)| 0.059
H(NIB) | 0.682 (6) | 0.716 (7) | 0370 (10)| 0.100

Anisotropically refined atoms. are given the from of the
isotropic equivalent displacement parameters defined as (4/3)
X [a"2U,;+b"2Up;+¢2Us3+a"b (cos 7 )U ,+a"b (cos B
YUt (cos @ YUl

Aol SAA =3 FEYol g3 I FH& F
A 23t ups Yol o W2 g E.
nlaf-Nonius CAD-4 Diffractometer2 A =1.5418(Cu
~K. )X 33 Data® +38tT}. scan typeE
20 — scan type°l™ data7 3 X+ 30°, min
o2 203 Huie 40°2 A o] T 25709
34 datag o] &3t BAMEYFE F3A o
a2ZA3}E a=12.626, b=11.262, ¢=9.375, a=p
=7 =90°, Z=4olt}. dataFH%F (-2, 1, 2), (—
4, =1, 2), (=3, 4, 1) Al 34 dataF standard
reflection®. 2 *}‘-8‘5‘]'9\9\.9.”1 —13<h<13, —14<k
<14, —1I<I<1L, 1A F 1068749 3134 datas
FZ o A3t

Tz 2 ADgo) A= Shelxs-86 programe
) 4% direct method 2 2 °191¢] A4S Fke
™ Shelxs-76 program& AH-8-3 Fourier map2 &
29 g AA3ArE AXZEH F least squares
methodE AH-4-3le] AYstgd A7 HE R R=0.
040, weighted R Rw=0.0460] 1t} ©] 3o
2% HF H U equivalent thermal parameters
£ &—1°) JeERI T nonhydrogen atoms®) anis-
otropic thermal parameters= ¥ —2¢ Vehl 2lch,

H~—2 Anisotropic thermal parameters for non-hydrogen atoms(X10°)

atom | Ull | U2 | U33 U3 Ul13 U12

C(1) | 524) | 41(4) | 53(5) | -10(9) 21(4) -10(4)
C@2) | 81(7) | 41(4) | 75(6) | 26(4) | 28(5) | -T(4)
C3) | S6(4) | 474) | SBO) | "-6(4) | 104) | -154)
C@) | 44| 9@ | 8G5) 54 | 1@ | -160)
Ci) | 424)| 404 | 48C) | -33) | 9@ | -30Q)
Ce) | 2770) 1 360G) | 4@ | 03) | 03 13
Cn 8B )04 93| ) | SO
CE |260) |20 | 24| -10 | 53 | 30
CO |300)|3003) | 33| 63 | 43 | 20
Q1) | Q)| 900) | 4@ | 70 | 3G | -1O)
C(11) | 29(4) | 63(5) | 68(6) 11(6) 34 -11(3)
C(12) | 394) | 45(4) | 43(4) 14) =34 603
NQ1) | 83(6) | 62(5) | 95(7) | ~29(05) | 23(6) | 344
NQ | 192) | 363) | 23| 30| 0 | -12)
N@3) | 213) | 45(3) | 39(3) | -1(3) 2(2) 0(2)
N@ | 253) | 3603) | 473) | <403) | 20 | 30
o) |262) | 473) | 614) |  O3) | -5(2) 22)
0Q) |573) | 543) | 343) | 8 | 13 | -1Q

s lasm | a0 )| 20 | 4w | @
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2% 1. Diagram of one molecule
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Zpoll digt 2+ fAxp7ke] Aglo} A B33 B~
4o} VeI dT. A—ring9] C(1), C(2), C(3), C
(4), C(5), C(6) |=-=3 B—ringd C(7), C(8),
C(9), C(10), N(3), N(4)o] 9x &L B¢ A
o} 120° W2 HHAQ ringf A9 1 & FAL
SHA vtem 2} ring?) planarity® ¥—59] torsio-
n angles®t ¥ —69 least squares plane2. & Yol
T Atk A—rngoll Al C(1), C(2), C(3), Cl4), C
(5), C(6)2r9) torsion angles= Z+7z} —1.3, 1.7,

—0.6, —1.0, 1.4 —0.3°2A & AL o)1 )
+% & F A3 A—nng¥ AFH e N1

(1)°] 179.4°, C(4)—C(5)—C(6)—S7} 179°2 2L
HH o) EXQFE & 5 Aok

A-ring & least—squares plane 2= B 31-& W o]
&3 AAEL WHo R FE 9 Aejrt A4z
0.0079, 0.0033, —0.0108, 0.0074, 0.0033, —O.
0074 A ol™ Ring# AFE A= N(1)o] —0.275A
S7} ~0.0388A ©Jck. E3 B—ringol &% C(7),

ring il
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C(8), C(9), C(10), N(3), N{4)¢] Z torsion angl-
es7b —2.1, 5.2 —4.3, 0.1, 3.0,—2.0 B 2.78°
2 8 oo EXES ¥ 5 0on of ring A¥
Hof 2= C(11),C(12),N(2)9] torsion anglest= C
(11)—C(10)—N(4)=C(7)°] —177. 1", C(7)—C(8)

H—3 Bond distances of sulfisomdine

atom distance( A) atom distance( A)
() @) 1373(12) |Cl) -C(6) 1392(11)
Q) -CB) 1375(13) |C(3) -C(4) 1.370(13)
@) -N() 1374(12) |[C@) -C(5) 1391(10)
a5) -C(6) 1.376(10) |C(6) -S 1.746( 7)
C(7) -C8) 1413(10) |{C(7) -NQ) 1339( 8)
C(7) -N(4) 1369( 9) |C®8) -C(9) 1358( 9)
Q) -0(12) 1.491(10) |C9) -N(3) 1.371( 9)
C(10)-C(11) 1475(11) |C(10)-N(3) 1.334( 9)
C(10)-N(4) 1338( 8) |NQ) -S 1.625( 6)
o(1) -8 1.449( 4) |0(Q) -S 1.424( 6)
(1) -H(1) 0.95 (10) |C2) -H() 1.10 (10)
C(4) -H(4) 094 ( 6) |C(5) -HEG) 087 ( 8)
C8) -H®) 093 ( 8) [CUI-H(I1A) | 1.00 ( 9)
C1-H(11B) | 089 (9) [CA-HAIC) | 1.03 (9)
C(I2-H(12A) | 1.05 (9) (C12-H(12B) | 082 ( 8)
C12-H(120) | 082 ( 8) |N(1) ~H(N1A) | 112 (11)
N(1) -H(NIB) | 1.04 ( 9) |N(2) ~H(N2) 0.9 ( 9)
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H—4 Bond angles
C(3) C2) C(1) 121.009) C@) -C3) CQ2) 119.7(8)
C(5) -C(4) C(3) 119.7(8) C(5) -C(6) -C(1) 118.7(7)
c(6) -C(1) C2) 120.08) C(6) ~C(5) ~Cld) 12090)
C9) -C(8) -C(7) 119.3(6) C(10)-N@3) -C(9) 121.8(5)
C(10)-N@) C(D) 117.1(6) C(12)-C(9) C(8) 126.6(7)
N(1) C(3) C(2) 119.39) N(1), -C(3) -C(4) 121.(8)
N2) -C(7) -C(8) 118.1(6) N@2) S -C(6) 108.8(3)
N@3) -C(9) C(8) 117.8(6) NQ3) -C(9) C(12) 115.7(6)
N@3) -C(10y-C(11) 118.5(6) N@4) -C(7) C(8) 121.1(6)
N@4) -C(7) N(2) 120.9(6) N(4) -C(10y-C(11) 118.6(7)
N(4) -C(10)-N@3) 122.8(6) o) -S -C(6) 106.5(3)
o) -S -N(2) 103.7(3) 0Q) -S -C(6) 109.0(3)
0oQ) -S -N@2) 112.6(3) 0oQ2) S -0(1) 115.7(4)
S -C(6) (1) 120.1(6) S -C(6) —C(6) 121.3(6)
S -N@) C(7) 120.8(5)
H(1) -C(1) <) 120(6) H() -C) C6) 120(6)
H(2) C@2) (1) 112(5) HQ2) -C2) -C(3) 126(5)
H4) -04) 0B) 121(4) H@4) -C4) CO) 119(4)
H(N1A)-N(1) -C(3) 117(4) H(N1B)}-N(1) ~C(3) 128(5)
H(N1A)-N(1) -H(N1B) 103(6) H@E) -C@8) C(7) 121(5)
HE) -C®) -CO) 12005) HG) -C(6) -C(4) 117(5)
HG) —C(5) C6) 122(4) H(11A) -C(11)-C(10) 122(4)
H(11B) -C(11)~C(10) 110(5) H(11B) -C(11)-H(11B) 98(7)
H(11C) -C(11)-C(10) 106(4) H(11C) -C(11)-H(11A) 105(7)
H(11C) -C(11)-H(11B) 117(7) H(12A) —C(12}-C(9) 112(5)
H(12B) -C(12)-C(9) 118(7) H(12B) ~C(12)-H(12A) 104(7)
H(12C) -C(12)-C(9) 121(6) H(12C) -C(12)-H(12A) 103(8)
H(12C) -C(12)-H(12B) 96(8) H(N2) N@2) C(7) 117(5)
H(N2) -N@2) -8 121(5)
H—5 Torsion angles of A B-plane
A-1ing : Planner conformation B-ring : Planner conformation
C(1)-C(2}-C(3-C(4) -1.3 - C(NC(B-COO-NB3) 2.1
C(2}-C(3)-C(4)-C(5) 1.7 C(8)-C(9)-N(3)-C(10) 52
C(3)-C(4)-C(5)-C(6) 0.6 C9O-NQ3)-C(10yN®) 4.3
C(4)-C(5)-C(6)-C(1) -1.0 N@3)-C(10)-N@#)-C(7) 0.1
C(5)-C(6)-C(1)»-C(2) 14 C10)-N(4)-C(7)-C(8) 30
C(6)-C(1)-C(2)-C(3) 03 N(4)-C(7)-C(8)-C(9) 2.0
AVERAGE 1.12 AVERAGE 2.78

* NQ)C(3)-C(4)-C(5) ~-179.0 * C(11)-C(10)-N3)»-C(9) 172.8

* C(4)-C(5)-C(6)-S 179.0 * C(10y-NG3)-C(9)-C(12) -174.4

* N(2-C(7)-C(8)-C(9) 178.7

—C(9)—C(12)7} 177.5°, N(2)—C(7)—N{4)—C
(10)o] —177.7°2 Z& HAGo] EAFPL & £
Ut B—ring& least—squares plane 2.2 H <
w o] Heide Z} dales PYHez BE z+z) o,
0231, —0.0041, —0.0258, —0.0119, 0.0241, —0.
0131A°] B—ring® A3 C(11)°] —0. 11574,
C(12)7} —0.1087 A, N(2)7}0.0706 2.2 v}e}bstc.
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J12{—2. Hydrogen-bond diagram of four unit cells(c-axis view)

E—6. Least-sq planes Crystallographic equation of plane include B-ring.

" . . . -0.7693X — 0.66621Y —- 0.74179=-2.95209
Crystalographic equation of plane include A-ing atom distance atom distance
0.64636X — 0.45488Y + 0.61262=3.64768

atom distance atom distance (6¢)] 0.0231 (&()] -0.0041

‘ ()] -0.0258 C(10) -0.0119

) 0.0079 CQ2) 0.0033 N@) 0.0241 N(@4) -0.0131

C3) -0.0108 C@é) 0.0074 C@n* -0.1157 C(12)* -0.1087
C(5) 0.0033 C(6) -0.0074 N(Q2)* 0.0706

N(1)* -0.0275 S* -0.0388

Angle between A and B-ring 101.60°
“atoms not included in the plane definition
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H~7. Hydrogen bonds of sulfisomidine

N(2) - HN2) - - ~ - N(3)

D H A
distance | D-H 0989 H-A 2.104 D- A 2.954
angle i D-H----A143.0

N(1) - HN1A) - - - - OQ)

D H A
distance D-H 1.117H-A 2043 DA 3.105
angle D-H----A 17651°

P 4
L
4

g & stue @ #3293 BAvt GHHE bE K
Aol F2E aFol] P Foll A3 a—gride
symmetry2 ol ¥ ¥xtAbolol H(N1A)SH 0(1)%F
o} #AATE ZeY. T UE FA2HEES I ¥
g 2 227k bEe YA #AS Fo da a—
gride2 ol %% #xFAlolo] H(N2)H N(3) 9] ¢
2AEE etk ¥ e F2E%el Holo AR
 ®-7d vl ok opgy ¥3HEQ] AR
%g 47144 JetdzISIste 17 -39 F @9
H £ 9] stereoscopic diagram& “EFH ATt

L

32|—3. Stereosoopic view diagram of two unit cells(b-axis view)
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