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XA #AygE o83l 1-(3-Carbamoyl-3,3-diphenylpropyl)- 1-methylhexahydro-1H-azepinium
iodide[°]3}: DIP}®] ¥4+ @ BATF2E Fslsich. o) 24 B2 C\H, N0 1, 2R A=
Monoclinico]™ F7HE-2 P2 ol I E ARE 4=8.937(1) A, b=19.522(2) A, ¢=6.485(2) A°]
™, B= 105.18(2)°, V=1091.9(6) A’, T=293(2)K, Z=2, D,=1.45 Mgm®e|t}. FHubgSe] A7)=
Enarf-Nonius CAD-4 diffractometer® %127 Mo KA (A=0.71073 A)e 2183190}, B+
= Ao MEkRe ExpudlS HAEA, Fdo(F)el 4112702 £3 34 b o)eje) o s}ed
FaAsw oz A slslel HE AT ZF R=5.23%9] HE39] BAwE L Faje),

Abstract

The structure of 1-(3-Carbamoyl-3,3-diphenylpropyl)-1-methythexahydro-1H-azepinium iodide
(Cy3H3 N0 1) has been determined by X-ray diffraction methods. The crystals are Monoclinic, space
group P2,, unit cell constants a=8.937(1) A, 5=19.522(2) A, ¢=6.485(2) A, P=105.18(2)",
V=1091.9(6)A’, T=293(2)K, Z=2, D,=1.45 Mgm™. The intensity data were collected on an Enarf-
Nonius CAD-4 diffractometer with graphite monochromated Mo K, radiation. The molecular struc-
ture was solved by direct method and refined by full-matrix least squares to a final R=5.23% for 4112
unique observed F>4¢ (F,) reflections and 244 parameters.

1. M = iodomethylate®] YA FZE FHsld FxAJ=)g

A BAE olsfshe AL 23iE) RolollA milg- &

1-(3-Carbamoyl-3,3-diphenylpropyl)-1-methyl- ~ 83}c}. ¥ = Diphexamide iodomethylate®] 3

hexahydro-1H-azepinium iodide(Diphexamide iodo- A3 ZA W BE}F2E XA 3dyoz g3

methylateye P39 3 FazhZdabd Gate 38 Exh 9l Age], 2d7 2 welAEule) 2
7] g} 2 8el d2) AN 9" Diphexamide  ANEE FPsiaa) g
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Table 1. Experimental data

Crystal data
[C23H311N20]
M,=478.41
Monoclinic

P2,

a=8.937(1) A
b=19.255(2) A
c=6.485(2) A
B=105.18(2)°
v=1091.9(6) A®
z=2

D=1.455 Mgm™

Data collection

Enraf-Nonius CAD-4
diffractometer

/20 scans

Absorption correction:
none

8071 measured
reflections

4112 independent
reflections

R,,=0.118

mI

Refinement

Refinement on F*

R=0.0523

wR=0.1574

4112 reflections
[F>4c (F)]

244 parameters

Only coordinates of H
atoms refined

w=1/[6" (F*)+
(0.0914xP)+1.24xP]

where P=[Max(F*, 0)+

2% F2/3

Mo K|, radiation

A= 0.71073 A

Cell parameters from 25
reflections
0=6.84°~20.38°

p=1.16 mm™

7=293(2) K
0.3x0.3%0.3 mm
Colorless

Prism

6= 25.5°

h=-10—10
k=-23—-23

I=-7-7
3 standard reflections

monitored every 200
reflections
intensity decay: none

" (A/O)ax<0.173

APa=1.498 €A’

Apin=-1.897 eA?

Extinction cofficient:
“none

Atomic scattering factors

from International Tables for

X-ray Crystallography

(1974, Vol. 1V)

d=AA LA
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B AgeA A3 DIP(C,,H,, N0 - D2l 242
7)1 0.3x0.3x0.3 mme|t}h. 6.84°<6<20.38° A}o]
o 2571¢] FRMHE SAste] a=8.937(1) A, b=
19.522(2) A, ¢=6.485(2) Ao|=, B=105.18(2)%]1
v=1091.9(6) A*>2 ZAAE Monoclinic, A4
LT 72003(Q)K, R ER EARE Z=2¢1 A=
Ao}, 3ddele}l FA4-2 4.5°<0<69.9°, -10<h<
10, -23<k<23, -7<I<T Abol oA 80717H9] 34 do
B2 A8, 59 3 wHsee 4117002
R, =0.118¢|t}. AF8-3} X-ray diffractometer’= Enraf-

m!

Table 2. Fractional atomic coordinates and equiva-
lent isotropic displacement parameters (A} for non-
hydrogen atoms of DIP. The es.d.'s are in paren-
theses

1

Uy SZIZ]UUal a]al a;

Atom X y z Ugg
C(1) 0.3774(6) 0.3178(3) 0.9531(9) 0.035(2)
C(2) 0.3003(8) 0.3724(4) 1.0571(9) 0.041(2)
C(3) 0.2796(9) 0.4408(4) 0.9446(9) 0.051(2)
C4) 0.1621(9) 0.4412(4) 0.7276(9) 0.053(2)
C(5) 0.1854(9) 0.3855(4) 0.5754(9) 0.045(2)
C(6) 0.1404(7) 0.3146(4) 0.6374(9) 0.040(2)
C(T) 0.1931(9) 0.2207(4) 0.9004(9) 0.045(2)
C8) 0.3612(7) 0.2363(4) 0.6555(9)  0.036(2)
C(9) 0.5101(6) 0.2029(3) 0.7886(8) 0.030(1)
C(10) 0.5833(7) 0.1516(3) 0.6596(9) 0.029(2)
C(11) 0.6042(8) 0.1947(4) 0.4672(9) 0.036(2)
C(12) 0.7423(6) 0.1277(3)  0.7943(9) 0.033(2)
C(13) 0.8320(8) 0.0872(4) 0.6909(9) 0.047(2)
C(14) 0.9723(9) 0.0598(5) 0.8057(%9) 0.059(3)
C(15) 1.0254(8) 0.0724(5) 1.0198(9) 0.059(3)
C(16) 0.9392(9) 0.1115(5) 1.1238(9) 0.053(2)
C(17) 0.7966(9) 0.1375(4) 1.0114(9) 0.042(2)
C(18) 0.4826(7) 0.0877(3) 0.5910(9) 0.032(1)
C(19) 0.4102(8) 0.0580(4) 0.7349(9) 0.043(2)
C(20) 0.3329(9) 0.0052(5) 0.6890(%) 0.057(3)
C(21) 0.3249(9) 0.0382(5) 0.4996(9) 0.058(3)
C(22) 0.3980(9) 0.0092(5) 0.3572(9) 0.052(3)
C(23) 0.4754(8) 0.0521(5) 0.4009(9) 0.046(2)
1 0.8416(1) 0.3364(1) 0.0561(1) 0.043(1)
N(1) 0.2692(5) 0.27323) 0.7887(7) 0.031(1)
N(2) 0.7205(9) 0.2389(4) 0.5105(9) 0.060(3)
(@) 0.5136(6) 0.1906(3) 0.2906(7) 0.051(2)
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Table 3. Fractional atomic coordinates for hydrogen
atoms of DIP

Atom X y z

H(1A) 0.4488 0.3401 0.3401
H(1B) 0.4380 0.2883 0.2883
H(2A) 0.1992 0.3558 0.3558
H(2B) 0.3619 0.3790 0.3790
H(A) 0.3791 0.4553 0.4553
H(3B) 0.2478 0.4741 0.4741
H(4A) 0.1665 0.4854 0.4854
H(4B) 0.0591 0.4363 0.4363
H(5A) 0.2934 0.3848 0.3848
H(5B) 0.1237 0.3962 0.3962
H(6A) 0.1016 0.2881 0.2881
H(6B) 0.0556 0.3197 0.3197
H(7A) 0.1347 0.2436 0.2436
H(7B) 0.2714 0.1926 0.1926
H(7C) 0.1249 0.1923 0.1923
H(8A) 0.3877 0.2688 0.2688
H(8B) 0.2961 0.2012 0.2012
H©A) 0.4874 0.1790 0.1790
H(9B) 0.5850 0.2385 0.2385
H(13) 0.7966 0.0788 0.0788
H(14) 1.0303 0.0329 0.0329
H(15) 1.1202 0.0544 0.0544
H(16) 0.9766 0.1205 0.1205
H17) 0.7367 0.1618 0.1618
H(®19) 0.4130 0.0802 0.0802
H(20) 0.2868 -0.0248 0.0248
H(21) 10.2712 -0.0792 0.0792
H(22) 0.3947 -0.0316 0.0316
H(23) 0.5237 0.0703 0.0703
H(N2A) 0.7342 0.2659 0.2659
H(N2B) 0.7824 0.2405 0.2405

Nonius CAD-4, 3178 graphite2 593} 3 Mo K,,
olal w202 scandtrt. SAT A Holel=
Lorentz-polarization factor® BAs|GcE $45 A
9)3t 27709] 1A= SHELXS-97%& AM-3} Direct
methodZ 7NZFA Q) 918 AAs}9].om SHELXL-
9728 A} 83}ed full-matrix least-sqiare B2 A
A3lsieiet. v FAdal 270 ¥ A 2
A2 AR 3URE A SRS AR
o A a2 348 HAE 7IEEE R A
Arsled Asigict.

RS TR - 1A% e Hassige
), w=1/[6A(F,)+(0.0914xP)2+1.24xP), P=[Max(F,"}+

Table 4. Bond lengths (f\) and angles (°) for non-
hydrogen atoms of DIP. The e.s.d.'s are in paren-
theses

C(1) -C(2)  1.521(10) C(2) -C(1) -N(1)  115.8(5)
C(1) -N(1) 1.512( 7) C(1) -C(2) -C(3)  114.7(6)
C(2) -C(3) 1.509(12) C(2) -C(3) -C(@) 114.8(7)
C(3) -C@) 1.520(11) C3) -C@) -C(5) 114.7(6)
C@) -C(5) 1.520(12) C4) -C(5) -C(6) 112.8(7)
C(5) -C(6)  1.524(12) C(5) -C(6) -N(1)  116.1(6)
C(6) -N(1)  1.533( 8) C(9) -C(8) -N(1)  113.6(5)
C(7) -N(1)  1.516(10) C(8) -C(9) -C(10) 113.4(5)
C(8) -C(9)  1.529( 8) C(9) -C(10)-C(11) 103.8(4)
C(8) -N(1)  1.521( 9) C(9) -C(10)-C(12) 110.3(5)
C(9) -C(10) 1.556( 9) C(9) -C(10)-C(18) 112.4(5)
C(10)-C(11) 1.556(10) C(11)-C(10)-C(12) 109.4(5)
C(10)-C(12) 1.533( 8) C(11)-C(10)-C(18) 113.0(5)
C(10)-C(18) 1.534(10) C(12)-C(10)-C(18) 107.6(5)
C(11)-N(2)  1.323(11) C(10)-C(11)-N(2) 115.7(6)
C(11)-0 1.220( 7) C(10)-C(11)-0 121.8(5)
C(12)-C(13) 1.414(12) N(2) -C(11)-O 122.2(7)
C(12)-C(17)  1.377( 9) C(10)-C(12)-C(13) 117.1(6)
C(13)-C(14) 1.387(10) C(10)-C(12)-C(17) 124.5(5)
C(14)-C(15) 1.367(15) C(13)-C(12)-C(17) 118.0(6)
C(15)-C(16) 1.379(14) C(12)-C(13)-C(14) 120.4(7)
C(16)-C(17) 1.388(11) C(13)-C(14)-C(15) 120.0(8)
C(18)-C(19) 1.393(11) C(14)-C(15)-C(16) 120.4(9)
C(18)-C(23) 1.402(11) C(15)-C(16)-C(17) 119.9(8)
C(19)-C(20) 1.409(13) C(12)-C(17)-C(16) 121.0(7)
C(20)-C(21) 1.372(16) C(10)-C(18)-C(19) 118.9(6)
C(21)-C(22) 1.383(16) C(10)-C(18)-C(23) 123.1(6)
C(22)-C(23) 1.375(14) C(19)-C(18)-C(23) 117.3(6)

C(18)-C(19)-C(20) 120.7(7)

C(19)-C(20)-C(21) 120.5(9)

C(20)-C(21)-C(22) 118.8(0)

C(21)-C(22)-C(23) 121.2(9)

C(18)-C(23)-C(22) 121.2(8)

C(1) -N(1) -C(6)  112.5(4)

C(1) -N(1) -C(7)  109.6(5)

C(1) -N(1) -C8)  109.3(4)

C(6) -N(1) -C(7)  107.8(5)

C(6) -N(1) -C(8)  108.2(5)

C(7) -N(1) -C@8)  109.1(5)

2xF /303 W] = 24470}, HFAFE
AR=[F>40(Flel 4112702] S5 3)1dd o}l o
3] R=0.0523, wR=0.1574¢]c}. A1 el o3k uby
Ql AFR2 Table 1¢] A3, v] TAUAE2
FFEX= Table 29, FA4URE2] FHFEE= Table 39,
H] AadA53re] Aol Aj 722 Table 401,
FA19] torsion angleS- Table 5 ol Ylepligleh =
= AALS- SGI INDY5000 W/S®} Pentium PC, 33%
B Z2 338 WinGxE A}8-3lgdt}.
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Table 5. Torsion angles (°) for non-hydrogen atoms of DIP. The e.s.d.'s are in parentheses

N(1) -C(1) -C(2) -C(3) -90.8(7) C(11)-C(10)-C(12)-C(13) -59.0(8)
C(2) -C(1) -N(1) -C(6) 43.4(7) C(1D)-C(1M-C(12)-C(17) 127.4(7)
C(2) -C(1) -N(1) -C(7) -76.7(7) C(18)-C(10)-C(12)-C(13) 64.2(7)
C(2) -C(1) -N(1) -C(8) 163.7(5) C(18)-C(10)-C(12)-C(17) -109.3(7)
C(1) -C(2) -C(3) -C4) 68.7(9) C(9) -C(10)-C(18)-C(19) -40.9(8)
C(2) -C(3) -C4) -C(5) -51.3(0) C(9) -C(10)-C(18)-C(23) 147.8(7)
C(3) -C(4) -C(5) -C(6) 72.9(9) C(11)-C(10)-C(18)-C(19) -158.1(6)
C4) -C(5) -C(6) -N(1) -89.9(8) C(11)-C(10)-C(18)-C(23) 30.6(9)
C(5) -C(6) -N(1) -C(1) 36.2(7) C(12)-C(10)-C(18)-C(19) 80.9(7)
C(5) -C(6) -N(1) -C(7) 157.3(6) C(12)-C(10)-C(18)-C(23) -90.5(8)
C(5) -C(6) -N(1) -C(8) -84.8(7) C(10)-C(12)-C(13)-C(14) -175.6(7)
N(1) -C(8) -C(9) -C(10) 166.5(5) C(17)-C(12)-C(13)-C(14) -1.7(9)
C(9) -C(8) -N(1) -C(1) 47.2(6) C(10)-C(12)-C(17)-C(16) 177.1(7)
C(9) -C(8) -N(1) -C(6) - 170.1(5) C(13)-C(12)-C(17)-C(16) 3.5(9)
C) -C(8) -N(1) -C(7) -72.8(6) C(12)-C(13)-C(14)-C(15) -0.5(9)
C(8) -C(9) -C(10)-C(11) 55.2(6) C(13)-C(14)-C(15)-C(16) 0.99)
C(8) -C(9) -C(10)-C(12) 172.4(5) C(14)-C(15)-C(16)-C(17) 1.0(9)
C(8) -C(9) -C(10)-C(18) -67.3(7) C(15)-C(16)-C(17)-C(12) -3.3(9)
C(9) -C(10)-C(11)-N(2) 75.4(7) C(10)-C(18)-C(19)-C(20) -172.0(7)
C) -C(10)-C(11)-O0 100.6(7) C(23)-C(18)-C(19)-C(20) -0.2(9)
C(12)-C(10)-C(11)-N(2) -42.4(8) C(10)-C(18)-C(23)-C(22) 172.4(7)
C(12)-C(10)-C(11)-O 141.6(7) C(19)-C(18)-C(23)-C(22) 0.909)
C(18)-C(10)-C(11)-N(2) -162.4(6) C(18)-C(19)-C(20)-C(21) -1.2(9)
. C(18)-C(10)-C(11)-O0 21.5(9) C(19)-C(20)-C(21)-C(22) 1.9(9)
C(9) -C(10)-C(12)-C(13) -172.7(6) C(20)-C(21)-C(22)-C(23) -1.2(9)
C(9) -C(10)-C(12)-C(17) 13.8(9) C(21)-C(22)-C(23)-C(18) -0.2(9)
3. 42 o % Fig. 22 ehisiet.

E2} ) F 712] Benzene ring®] C-C AZH o=

DIP(C,,H,\N,O - ] ZA&AE= Monoclinice) ¥, 7 1.387(12) AoE vehds, ExF W9} c-Cc 2
FREE P2, EAE 22234 dAFAS TR ‘
Ax HeE . ol gt EATR} e — N
Be Fig. 1o vehigda, HE W9) packingE ~gole

Ty 4o s‘|/

e N

© ©
Fig. 1. An ORTEP (III) drawing of C,,H;N,O ‘1 d}f.r‘ﬂ =
with the atomic numbering scheme. The displacement
ellipsoids are drawn on the 50% probability level. Fig. 2. A stereoscopic view of packing for C,;H;,N,O-
H atom are drawn as small circles of arbitrary radii. I. The b-axis is vertical and a-axis horizontal.
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FAol= HF 1.537(9) A>Z vepdet. Carbamoyl
712] C(11)-N@E)e| AgAdel= 1.323(11) Ae= ot
ol AgAY ¥e} =7 B veRdeH, C(11)-0
o] Agke- 1220(7) Ao® dukHel Age) s} &
UX|5133 et

72+ 312)¢l Azepinium W¢] C-C-C7t AF 7=
T 1142722 Vel N(1)E 42238 C-
N-C 287 97109.4(5)°F HolT it F 7N
2] Benzene ringf$} C-C-CAZL- H 119.6(6)°Z
Adubdel A7 A& dAFAL sl Balet

AzepiniumZH-E] Mo 1} Aol N(1)-C8)&
ZAo2 3l torsion angle C(9)-C(8)-N(1)-C(1),
C(9)-C(8)-N(1)-C(6), C(9)-C(8)-N(1)-C(7y> 2=t
47.2(6)°, 170.1(5)°, -72.8(6)°2-& Redzlem, C(9)-
C10)E FA22 3¢, C(8)-C(9)-C(10)-C(11), C(8)-
C(9)-C(10)-C(12), C(8)-C(9)-C(10)-C(18)y> 7zt
55.2(6)°, 172.4(5)°, -67.3(7)°= ebgc}.

C(10), C(12)E 33 A3} C(10), C(18y& ¥
g %= 7)) Benzene ring 22F 0.06(1) A, 0.11(1)
A ool HAHWE o] F1 gl F HuiAle]
9] o]m7Re 822(2)°F% ofF v AoE e}
ot

Eapqe] 1l A g AsEsAElE NQ),

0, CZF ZH2t 3.892(6) A, 4.620(7) A, 4.715(6)
Aoz o] 2Ads sl olvt. Exe A B
Az e 9% O, y, z+1)y7}F 3.255(7) A
2 BER7M= van der Waals 28-S o] 3 g+

#0E

rok

1) Wess, 1., Buhl, T., Lambrecht, G. and Mutschler,
E., Comprehensive Medicinal Chemistry, V. 3, p.
423, Pergmon, (1990).

2) Sheldrick, G. M., “SHELXS-97”, program for
crystal structure determination, Univ. of Gotingen,
Germany. (1997).

3) Louis J. Farrugia, “WinGX-97", program for
crystal structure determination, Univ. of Glasgow,
Scotland, (1997).

4) Yang, Q. C., Huang, D. M., Chen, H. Y. and
Tang, Y. Q., Acta Cryst., C51, pp. 1412-1414,
(1995).

5) Janczak, J., Acta Cryst, CS51, pp. 1381-1382,
(1995).

6) Kolev, T., Preut, H. and Bleckmann, P, Acta
Cryst., C51, pp.1350-1352. (1995).

7) Johnson, C. K. and Burnett, M. N., “Ortep-IIT"’,
Ver 1.02, Louis J. Farrugia, Univ. of Glasgow,
Scotland, (1997).



