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The Crystal and Molecular] Structure of Carbutamide, C, H;;N50:S

Abstract-The structure of 1-butyl-3-sulfanyl urea, Ci,HisN3OsS, carbutamide has been determined
from 575 significant independent reflections collected on an automated four-circle diffractometer. The
crystals are orthorhombic, space group, P2:2:2;, Z=4, with unit cell dimensions a=9.257 (2), b=09.928
(2), ¢=15.287 (DA. The structure was solved by the direct methods and refined by least-squares proce-
dure to a final R value of 0.062. Features of the structure include layers of molecules joined by N—
H....O hydrogen bond distances ranging from 2.745 to 3. 100A involved in a bifurcated hydrogen bond
across two fold screw along a and b axes. The atoms forming the urea system are essentially planar.
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Table I- Crystal data of carbutamide.

Molecular fomula C11H17M3038 F(000) 576

Molecular weight 271. 35 VA 4

m.p. (K) 416~418 Dn(g-em™) 1.28

Crystal system orthorhombic D:(g-cm™®) 1. 283

a(A) 9, 257(2) 1(Cu-K) (D) 1. 5418

b(A) 9.928(2) p#(em™) 19. 92

c(R) 15. 278(3) Crystal size (mm) 0.2x0.1x0.1
V(A% 1405. 07 (5)

Space group P2,2,2,
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Table II- Atomic coordinates and anisotropic thermal parameters in carbutamide (z10% for non-
hydrogen atoms, £10® for hydrogen atoms). The e.s.d.’s are given in parentheses.
Atom X Y Z Un Uz Uss Uss Ui Uz
S 8148 506 931 377 405 322 19 —51 —44
&) 4 @ @BD a9 a7 (1)} (23) 29
o 9488 111 523 191 383 419 2 62 120
ao ® ) (66) 6Ly ¢L)) (43) (58) (48)
ow® 6968 —454 971 462 578 416 42 —52 —~151
a2 aom B 7D (54) 49 (58) (59) (76)
(0]6)) 9625 2869 75 139 708 523 154 33 45
ao ao 6 (64) €()) (55) GBD (G2)) (63)
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Atom X Y Z
N1 9456 2149 4533.
(15) as ()]
N@ 7462 1792 399
an ay (6
NG TATT 3666 —425
12) an )
c 9086 1796 3714
(16) (14 )]
c®@ 9815 2446 3006
as) (15) 8
c® 9506 2070 2152
an is) ®
cW 8513 1068 2002
(15) 6T)) ®
c® 7809 383 2693
an sy 8
c® 8149 757 3533
(1) (15) 8)
c 8267 2802 2
(14) (13) (8
c® 8117 4858 —882
an (14) €)]
c® 8164 4453 —1907
(32) (32) (16)
c 1o 8819 5132 —2385
(34) (44) (23)
cap 8827 4607  —3368
30 (39) 13)
H 882 278 477
15) (14) €)
H({) 1091 155 483
(15) a ®
H3) 619 168 32
{14 (12) ®)
H®W 632 336 —38
(15) 13) (8)
H(G5) 1070 304 314
(14) 12) (8
H®) 1010 262 171
(14) a2 ®
H® 696 —37 260
14 (14) @
H® 766 15 400
(15) (14) ®
H® 760 558 —80
(14) [T (8
HA® 902 515 —49
15) a2 ®
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1)

481
93)
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(108
1136
@1
3065
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668
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Uaa Ui Uz
12 —12  —97
(66) 78> 90

176 —52 —9
67 (60> (62)

235 37 73
(66) (64) 62

20 9 —46
73 (82) (89)
—55 —65 —279
82 (87) 98
—42 —20 —175
@2 (80) (103)
—17 —103 104
(63) (74) (86)

66 -3 —203
(78 (86) (98

101 —5 —558
75) o7 (12D

55 54 51
(66) (75 98)

263 —69 192
92> (103) o7
1574 ~457 —1358

(243) 192 (274)
530 —890 —325
(666> (345) (396)
580 —312 472
(403) (1800 (484)
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Atom X Y Z Un Uz Uss Uss Uis Uz
HAD 882 364 —220 130
(14) as @® (45)
H12) 725 408 —224 88
(14) F)) o (44)
H3) 833 604 —183 157
a4) (13 8 (43)
H4D 974 506 —199 167
(15) as ©) (43)
H(15) 947 511 —389 182
as as 8 (44)
HA6) 77 412 —362 169
as (13) @ 42
HAD 914 357 ~—343 91
14) as) (8 (43)

Table IIT-Observed and calculated structure factors for carbutamide.

K L 10FO 10FC H K L 10FO 10FC

=
=~
=
=
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=
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0 0 2 533 539 0 2 14 137 147 0 5 5 258 268
0 0 4 318 266 0 3 1 149 152 0 5 7 76 51
0 0 6 248 242 0 3 2 584 555 0 5 9 169 172
0 0 8 178 167 0 3 3 168 164 0 5 10 107 76
0 0 10 269 245 0 3 4 528 535 0 5 11 287 292
0 1 1 572 589 0 3 5 220 220 0 5 13 79 81
0 1 2 985 1020 0 3 6 378 340 0 6 1 236 240
0 1 3 730 727 1 3 7 482 497 0 6 2 206 204
0 1 4 944 991 0 3 8 175 178 0 6 3 188 181
0 1 5 509 505 1 3 9 128 116 0 6 5 94 106
0 1 6 457 405 0 3 10 200 176 0 6 6 83 80
0 1 6 555 523 0 3 11 7 85 0 6 7 160 163
0 1 9 242 251 0 3 12 145 141 0 6 9 108 104
0 1 10 223 221 0 3 13 236 251 0 6 10 189 211
0 1 11 174 170 0 4 0 71t 705 0 7 1 133 147
0 1 12 298 323 0 4 1 155 169 0 7 5 120 134
0 2 0 596 624 0 4 2 271 246 0 7 6 156 166
0 2 1 1012 1010 0 4 5 159 147 0 7 7 108 111
0 2 2 368 367 0 4 6 190 186 0 7 8 266 266
0 2 3 389 437 0 41 7 180 173 0 8 0 179 174
0 2 4 897 903 0 4 9 210 219 0 8 3 138 140
0 2 5 239 239 0 4 10 143 126 0 8 4 175 170
0 2 6 838 829 0 4 12 149 152 0 8 6 122 114
0 2 7 218 232 0 4 13 206 223 0 8 7 79 81
0 2 8 164 134 0 5 1 98 96 0 8 8 124 127
0 2 11 93 101 0 5 2 90 64 0 9 2 90 90
0 2 12 271 279 0 5 4 141 140 0 9 4 172 156

~
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H K L 10FO 10FC

H K L 10FO 10FC H K L 10FO 10FC
5 0 7 76 77 5 4 4 195 189 6 1 0 348 338
5 0 8 154 177 5 4 6 200 217 6 1 1 144 124
5 0 9 78 63 o 4 7 146 165 6 1 2 272 250
5 0 12 73 7 5 4 8 126 138 6 1 3 213 207
5 1 1 110 110 5 4 9 99 106 6 1 3 124 111
5 1 2 121 117 5 4 10 130 134 6 1 5 114 124
5 1 4 222 210 5 5 0 266 284 6 1 6 137 137
5 1 5 224 206 5 5 1 92 81 6 1 1 119 129
5 1 6 112 105 5 5 2 180 174 6 2 0 242 218
5 1 7 123 126 5 5 3 121 133 6 2 1 110 118
5 1 9 106 105 5 ) 4 250 256 6 2 2 117 116
5 1 10 150 170 5 5 5 82 85 6 2 3 7 61
5 1 11 106 100 ) 5 6 112 123 6 2 4 263 278
5 2 0 231 1956 5 5 7 127 109 6 2 5 229 224
5 2 1 175 159 5 5 8 176 213 6 2 6 215 222
5 2 4 157 169 5 5 10 116 130 6 3 0 96 84
5 2 6 197 182 ) 6 2 38 95 6 3 1 91 104
5 2 7 150 153 5 5 3 102 105 6 3 2 140 142
5 2 8 149 166 5 6 4 165 163 6 3 3 204 212
5 2 10 84 88 5 6 5 119 124 6 3 4 290 310
5 2 12 101 109 5 6 6 242 278 6 3 5 112 129
5 3 1 204 191 5 7 2 173 192 6 4 0 146 147
5 3 2 194 192 5 7 4 93 91 6 4 1 237 249
5 3 3 163 172 5 7 5 143 166 6 4 2 230 224
5 3 4 199 207 o 7 6 7 73 6 4 3 222 242
5 3 5 86 129 5 8 0 120 111 6 7 4 100 93
5 3 8 249 250 5 8 3 94 100 7 0 2 233 231
5 3 9 74 7 6 0 0 162 145 7 1 0 298 306
5 3 10 92 93 6 0 1 310 285 7 1 1 101 75
5 3 11 125 127 6 0 2 90 77 7 1 2 74 77
5 4 0 452 443 6 0 3 186 184 7 1 3 81 94
5 4 2 176 167 6 0 4 192 183 7 2 0 99 7
5 4 3 89 93 6 0 11 137 128

% =

AFHE-UATL AgAel @ 2R AL Fig. lo] wAstx Table Vel ZZAxpgl t¥o] =
A5l e,

Fig. 2% carbutamide ¥ =}2} Ortep? 7% o]},

Table Vol &= @ 719 HaAsde ZTAsA. N-CU) Agao], L343(0AE A}
Folnl A4stE9]49 N-C Holxt} 0.04A g x 1,3,5-Eslofu]n-2 4,65 ERZ Al
S8 N-Chel mrh v}
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2o 4] ekzk xelx Yk o714 C-Ce Heole 1.37T4%H L 431A A}o]

0% 1.393A0] o},
ol A9 7t 1.39285} = Qg

o e WA
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S-C(4) AjAel, 1.762(13)A% A shlobrte] o4 1%

259 oelsbA Agpdel B AYAE AshIgalel FEAAA %

Fig. 1-Bond lengths(A) and bond angles(*) Fig. 2-A stereoplot of carbutamide molecule by
ORTEP.

in carbutamide.
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C(NH-0(3) 73@24017} 1.213(7D Al v
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1.264(16) Aol et o
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Table IV- Bond lengths and angles in carbutamide. The e.s.d’s are given in parentheses.

N® — Cc®
c@ — Cc®
CWw — C ®
c® — Cc
S — 0
S — N @
c@®m — 0®
N® — Cc®
cC ® — Ccaom
N® — HO
cC@ — H®
cC® — H®G
N@® — HO®™
C® — H®
cC ® — HAAD
cam — HA
c{n — HO®
can - HA"
N O—-C (L—C @
C @—Cc —C ®
cC @@—C @—-C W
C ®—C W—s
C W—C ®—-C ®
C W-—s —0
cC WO—Ss —0 @
o -—S —N @
S —N @—C (D
N —C (D—N 3
C MD—N @—C ®
C ®—-C ®W—Ccuw
C (D—N (U—H W
H (D—N.(—H @
C ®—-C @—H ®
C W—C ®—H W
C 6&—C G)—H &)
C ®—-C ®—H ®
C M—N @—H
C &—N @—H &

. 343017
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—_ O b b e e ke e b b
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C ®W—C ®—H @ 112 (6 N 3—C ®-—-H{D 124 (5)
C —C ®—HUO 91 ® c ®—C ®W—HUD 132 (®
C ®—C (9O-—HU2 113 @ caw—c W—HAAX 100 @
CUD—CUM-—H1H 117 Cam--can—Hasm 99 @
CU0—-CcUD—HUE 119 cam—CcUun—HAamn 123 @

HO8)—CAD--H{6) 126 (5) HU5--CAD—HAD 107 4D

Table V-Least-squares planes in carbutamide. Equation for planes;

Ax +By+Cz=D, where x, y, 2z are in A.

Atoms in planc Atoms out of planc Distance in A Given constant
{from hest plane

c @ 0. 0223 A= 0.7398
c @ 0. 0090 B ~0.6721
cC ) 0. 0076
c W --0.0110 C= 0.0312
Cc 5 ~0.0031 = 5,2238
C ®) 0. 0202
S 0.0631
N D 0.0341
B urea group
o ® 0. 0007 A= -0.0941
N (2 0. 0006 B= 0.5582
N 3 0. 0007
c - 0.0020 C= 0.8241
S -0.1014 = 0.8455
c ® ~0.0180
o M —-0.9512
0 @ —0. 4802
carbutamided] A1 &= O(3) A A7F 2719] G-2-4 glol] Aol &= gk Aolazamideol] 2] 1= W) =44 %

o ut Zajdtch A2 N(@)-C(7)-0@), 03) C(N-N@) ¢ N2 C(MH-N@ L2 22 122.2
(LD, 124.6(1.2) @ 113.2(1.2)°0)1 3 o] k- tolautamide'V ol A1 &) o] Wpabiz= ot wlsrshet,

ool EoA N(@), C@, 03), N@) &2 Aydezhels] g wdxlqlel sick 2] @
34 Qv

HaAs duie o] $ulol el F8hs slxk slele] A 9l A slEle 72 0.007 9
—0.002A0] e}, WA melgk $elol g Alele] enlzh (36.1%1 A} eelprlo] mef a] o] o]wizt
(70.9)° Rt Ak N(3)-C(@®)¢ A% él o], 1.496A% Fz sz zsbulel=t®el g 1°475AR v}
R E s

vu oge] QE WA BadAE T ARNES 2 g9 Fig 2. we CE-CO), ©
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Table VI- Comparlson of bond lengths(A) and angles( ) in various sulfonylurea compounds

compounds S— S—O S-N N-C C*O C"N O S O R-S-R N-C-N
C (ring)
Carbutamide 1.762 1.443, 1.451 1.642 1.414 1.267 1.319 119.1 106.7 113.5
Tolazamide 1.756 1.433, 1.423 1.656 1.392 1.213 1.322 119.9 105.3 113.5
Chlorpropamide 1.758 1.419, 1.419 1.664 1.380 1.221 1.318 119.9 106.0 112.6
Tolbutamide 1.757 1.424, 1.422 1.635 1.397 1.246 1.312 118.8 105.9 113.0
Torasemide( [ ) A 1.773 1.444, 1.437 1.567 1.370 1.250 1.345 114.9 105. 6 111.9
Torasemide( 1) B 1.784 1.443, 1.450 1.562 1.381 1.244 1.342 115.3 104.7 113. 4
Torasemide( 1) A 1.763 1.432, 1.432 1.641 1.38 1.228 1.344 118.6 106. 2 113.8
Torasemide( 1) B 1.792 1.442, 1.438 1.574 1.345 1.272 1.348 115.7 107. 4 116.2
JPSU*20) 1.760 1.427, 1.428 1.631 1.39 1.239 1.325 119.4 106. 6 114.4

* Isopropyl 1{[(chlor0 3-phénylthio) -4-pyridyl-3]sulfonyl} 3 Ixrcc
The e.s.d’s are omitted

®-C10) 2 CcUNCUDS Agdeolel Bzt 1.5208)As Sutton'e] 9)sle] Ad 7
1.537A% g wlmate A& Folustdn 2,

13719 C-H zolx 0.90%H 1.21A7A9] 7te Zx gov] m§Fzre 1.07Aol b, o] gho-
Androsteron® o] A A3t zF, 0.99--0.05AR T oF7 o}, 471¢] N-H 4 OHE 0.90%-¥] 1.10A7}

=

o 1 2 3A -

Fig. 3- The crystal structure of carbutamide viewed down the a-axis. Dashed lines are
hydrogcn bonds; arrows indicate donor direction.
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Fig. 4- The crystal structure of carbutamide viewed down the b-axis. Dashed linea are
hydrogen bond; arrows indicate donor directions.
Table VII- Hydrogen bonds and close contact of carbutamide(j\).
(D; donor, A; acceptor)
A, Hydrogen bonds
D proton A DA D-H H--A
N{a) H Olb) 3. 100 0.932 2.829
N(la) H (2 0Cc) 3.066 1.106 2. 866
N(a) H®) 0@d) 2.745 0.908 1.899
N(@a) HW oQld) 2.993 1. 103 2. 280
N(@a) H@ 0@3d) 3.098 1.103 2.051
B. Close contact
C@a) H(® oQad) 3.380 0. 898 2.899
Symmetry code superscript
x, Y, z,
1. 1_
2—uxz, Wy Iy, 5T
—%-ﬂx, -9, ~12-—+z
—%+z, %—y, ~z
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