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1-Cyclopropyl-7-(2,7-diazabicyclol3.3.0]loct-4-en-7-y1)-6—fluoro-8-meth
oxy- 4-0x0-1,4-dihydroquinoline-3-carboxylic acid HAIH9] AN =X
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Crystal Structure of 1-Cyclopropyl-7-
(2,7-diazabicyclol3.3.0]Joct-4-en-7-yl)-6-fluoro-8-methoxy-4-oxo-1,4-
dihydro quinoline-3-carboxylic acid (HCI salt)
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1-Cyclopropyl-7-(2,7-diazabicyclol3.3.0loct-4-en-7-y1)-6-fluoro-8-methoxy—-4-oxo-1,4-dihydroquinoline-3-ca
thoxylic acid (HCl salt)?] #xF 2 2% F2Z X-d FEyozd Ayslgict o ZAAe #AR2
CyHy N3O, FCI(o]5} CDD), 2AAE ©AMAlT 372 Ccolth BT o= 28.349(2)A,

=11.941(2) A, c=12.806(2)A0l™, B=96.428(9)°, V=4307.8A3 T=296(2)K, Z=8°|t}
T o] ARES X-AE  CukeX(A=1.5418A)% AH- slGith ¥AbraE Ao E3lom, A
FHoZ AUt HF VAL REALZ Fyo> 4o(Fp 2288719 =9 d-djoletol] sl R =4.96%
olglt}. o] BaAle WA AT O(28)-H(28)---0(25) [2.517(4) A, 156.7(447)° 1& 7HAx JoH, ¥AF
9] AL van der Waals 302 2o glck

Abstract

The crystal structure of 1-Cyclopropyl-7-(2,7-diazabicyclo[3.3.0loct-4-en-7-yl)-6-fluoro-  8-methoxy-
4-ox0-1,4-dihydroquinoline-3-carboxylic acid (HCl salt) has been determined from single crystal
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crystal x-ray diffraction study

CoHuN0FCl,

Monoclinic, C2c, a=28.349(2)A,

b=11.941(DA, c=12.806(2)A, B=96.428(9)", V=14307.8A°% T=296(2)K, Z=8, Cuka
(A=1.5418A). The molecular structure was solved by direct method and refined by full-matrix least
squares to a final R =4.96% for 2258 unique observed F;> 40(F,) reflections and 293 parameters. The

conformation of the molecule is

stabilized by an

intramolecular  O(28)-H(28)- - - O(25)

[2.517(4)A, 156.7(447)°] hydrogen bond. Intermoleculars distances correspond to van der Waals

contacts.
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1-Cyclopropyl-7-(2,7-diazabicyclo[3.3.0Joct-4-en-7-y1)-6-fluoro-8-methoxy—4-oxo-1,4-dihydroquinoline-3-

carboxylic acid

ddde AT =

Table 1. Experimental data.

Chemical formula
Mbolecular weight
Temperature
Wavelength
Crystal system
Space group
Diffractometer

Unit cell dimension

Volume

Z

Density (calculated)
Absorption coefficient

F(00)

Crystal size

Theta range for data collection
Index ranges

Reflection collected
Independent reflections
Refinement method

Data / restraints / paremeter
Goodness-of-fit on F°

Final R indices [Fo>40(Fo)]
R indices (all data)

Largest diff. peak and hole

CooHaN;O4FCl
421.86 g/mol
2%6(2) K
14178 A
Monoclinic
C2fc

Rigaku AFC-5
a = 8392A
b = 11HIQ)A
c = 12806(2)A
423078 A

8

1400 Mg/m’
2003 m*

1838

025 x 025 x 0.3 mm

3.14 to 62.03 deg.

-2<h<32, 0<k<13, 0<I<14
3579

3400 [R(nt) = 0.0195]
Full-matrix least-squares on F
339 /0/ 293

0813

Ri = 0.04%, wR: = 01436

Ri = 00942, wRy = 01956
0448 and 0300 e A
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(hkl: b+ k=2n+1),
(Wi h, 1=2n+1), (hK):h+k=2n+1),
(H)0: h=2n+1), (0K : k=2n+1),
(007: I=2n+1)4d SHENo] dojtr ¥ A
oBHE FhEo| centrosymmetry$]l C2/c9S &gk
o ARTEE MULTAN-87'S AM@ Agges
wgon  SHELXL-9"E ARS8l full-matrix
least-square WHO2 FLsEih vleAAat 2074
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AAE AMEEINTh AA F29A 20 9A F
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fourier mapolA 2tor WA F494 207 7]
stz oz Alksle) Aot
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(0kl: k=2n+1),

gom w=1/[ A(F2) +(0.0827% P)*+0.31x P
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3 22 % 7%

Al 64 2.4, 19%5.



A, AT, oA, A, oA,

=,

OJAIT} EAJu}AL

Table 2. Fractional atomic coordinates and equivalent

isotropic  displacement  parameters( A 2) for
non-hydrogen atoms of CDD. Ueg is defined as one

third of the trace of the orthogonalized Uij tensor.
The esd.’s are In parentheses.

Uu=7 1 ZZ Uj,aia; aa;

Atom X y z Ueq
N 007341  07%7(2)  05996(2) 0035(1
C2  00d60(1) 066473  06031(3) O 0033(1
C3  -00010(1) 06671(3)  06173(3) 0038(1

)
)
0038(1)
Cy  -00244(D 07717(3)  0622009) 0‘0035(1)
C)  00050(1) 087033  0619%6(2)  0.0031(1)
Ce)  0042(1) 086193  06151(3)  0.0031(1)
C 008241 0987(3)  06306(3)  0.0033(1)
C®  0062(1) 106603 063103  0.0032D)
CO 001240 1.0690(3)  06280(3) 000331
Cao  -00151(1)  09762(3) 06254() 0.0034(1)
FAD  -0009%(D  11700(2) 6300(2)  0.0044(1)
N(12) 009011 L1614 3 )
C13) 013720 116333 3
Cl4) 014541  1.28703
C(15 01168(1)  1.34203
C6)  00736(1) 127393
N7 01942(1)  1.33093
3
3
2

0 6357(3) 0003901
0592 0.0043(1)
05803(3)  0.0040(D)
06559(3)  0.0043(1)
06634 0.0046(1)
06130(3)  0.0044(1)

C18)  Q18™B(@)  1.4401( 06691(4)  0.0006(1)

C(19)  013%H((2)  1.42%6( 0706(4) 000611
0@ 01312(1)  0.M46( 06484(2)  0.0041(1)
C2D 014852 0942805 0.7582(4)  0.0062(1)
C(22  01202(1) 074243  05624(3  0.0042(1)
C(23) 012342 06604 046924  00065(1)
C24)  01281(1) 07933(4)  04609(4)  0.0063(1)
0@  -00883(1) 0779%(2)  0629%6(2)  0.0048(1)
CE6)  -00264(1) 055%B(3)  06217(3) 00044()
o@D -00085(1) 04674(22)  06173(3)  0.0060(1)
028 -00720(1) 05690(3)  0.6319(3) 0060(1)
Cl 02546(1) 120610 0.7968(D) 00070( )
CDD [ CyHyN,OFCL]e] ARAE GAFA ]
3, FZREE Coe, SRIEY] EAE Z=82A
NS /A3 e e gk ol digk £
Az} Mo 29 Fig. 19 Uehlla, Fg. 29+
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Table 3. Fractional atomic coordinates for hydrogen
atoms of CDD. The esd.’s are in parentheses.

Atom X v z
H(2) (1) 05%2(3) 0.5953(3)
H(10) -0.0477(1) 0.9832(3) 06276(3)
H(13A) 0.1364(1) 1.1232(3) 0.5292(3)
H(13B) 0.1616(1) 1.1312(3) 0.6455(3)
H(14) 0.1344(1) 1.3093(3) 0.5082(3)

H(16A) 0.0642(1) 1.2991(3) 0.7341(4)
H(16B) 0.0473(1) 1.2/52(3) 06142(4)
H(A74A) 0.2098(1) 1.3423(3) 0.5565(3)
H(17B) 0.2108(1) 1.2822(3) 0.6063(3)
H(18A) 0.2118(2) 1.5033(3) 0.7280(4)
H(18B) 0.1880(2) 1.4503(3) 0.6218(4)
H(19) 0.1275(2) 1.4697(3) 0.7562(4)
H(21A) 0.1834(22) 0.8918(47) 0.7537(45)
H(21B) 0.132221) 1.0171(52) 0.79%1(47)
H(21C) 0.1479(20) 0.9265(33) 0.787%(47)
H(22) 0.147(1) 0.7412(3) 06166(3)
H(23A) 0.0943(2) 0.6347(4) 0.4366(4)
H(23B) 0.1517(2) 0.6238(4) 0.4675(4)
H(24A) 0.15%4(1) 0.8342(4) 0.4539(4)
H(24B) 0.1020(1) 0.8234(4) 0.4230(4)
H(28) -0.0795(16) 0.6380(42) 0.6300(35)
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Fig. 1. A view CDD of showing the atomic

numbering and 50% themal
hydrogen bonding is indicated by a thin line.
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1-Cyclopropyl-7—(2,7-diazabicyclo[3.3.0]oct-4-en-7-y1)-6-fluoro-8-methoxy-4-oxo-1 4-dihydroquinoline-3-
carboxylic acid FAtE< AATE=

Table 4. Anisotropic displacement parameters (Az) for non-hydrogen atoms of CDD. The anisotropic displacement
factor exponent take the form :

—om* L RaUy+ B bPUpn+ Pc?Uy+2 hka*b* Up+2 kib*c* Uy + The*a* Uyl

Atom U1l Uz2 U3 Uz3 Ul3 U12
N() 0.0031(2) 0.0032(2) 0.0040(2) -0.0002(1) 0.0002(1) 0.0000(1)
C@) 0.0042(2) 0.0031(2) 0.0043(2) 0.0000(2) 0.0003(2) -0.0003(2)
3 0.0042(2) 00037(2) 0.0033(2) 0.0001(2) 0.0002(2) -0.0006(2)
Ccé 0.0034(2) 0.0044(2) 0.0027(2) -0.0002(2) -0.0001(1) -0.0006(2)
CG) 0.0032(2) 0.0036(2) 0.0025(2) -0.0001(1) 0.0002(1) 0.0000(1)
C) 0.0029(2) 0.0032(2) 0.0030(2) -0.0001(1) 0.0000(1) 0.0000(1)
M 0.0028(2) 0.0033(2) 0.0037(2) 0.0002(2) 0.0001(1) 0.0000(1)
C@® 0.0033(2) 0.0034(2) 0.0029(2) -0.0003(1) 0.0004(1) -0.0005(1)
O 0.0035(2) 0.0034(2) 0.0031(2) -0.0001(1) 0.0002(1) 0.0006(2)
CQ10) 0.0026(2) 0.0045(2) 0.0030(2) -0.0003(2) 0.0003(1) -0.0002(2)
FaD 0.0087(1) 0.0037(1) 0.0057(1) -0.0004(1) 0.0004(1) 0.0007(1)
N(12) 0.0035@2) 0.0030(2) 0.0064(2) -0.0004(1) 00012(1) 0.0000(1)
C(13) 0.0033(2) 0.0036(2) 0.0069(2) -0.0006(2) 0.0018(2) -0.0003(2)
cQa4) 0.003%(2) 0.0040(2) 0.0039(2) 0.0000(2) 0.0002(2) -0.0004(2)
C(15) 0.0045(2) 0.0030(2) 0.0085(2) 0.0000(2) 0.0009(2) 0.0002(2)
cae) 0.0044(2) 0.0033(2) 0.0063(3) -0.0008(2) 0.0013(2) 0.0000(2)
N{17) 0.0041(2) 0.0036(2) 0.0066(2) 0.0004(2) 0.0009(2) -0.0005(1)
c(18) 0.0088(3) 0.0034(2) 0.0074(3) -0.0006(2) 0.0006(2) -0.0009(2)
C(19) 0.0061(3) 0.0032(2) 0.0062(3) -0.0007(2) 0.0011(2) 0.0000(2)
o0 0.0025(1) 0.0033(1) 0.0068(2) -0.0003(1) 0.001(D) -0.0001(1)
C(2D) 0.0040(2) 0.0078(3) 0.0065(3) 0.0004(3) -00011(2) -0.0001(2)
C2) 0.0029(2) 0.003%(2) 0.0069(2) -0.0006(2) 0.0004(2) 0.0002(2)
C23) 00047(2) 0.0064(2) 0.0067(3) -0.0016(2) 0.0016(2) -0.0002(2)
c) 0.0033(2) 0.0055(2) 0.006%3) ~0.0001(2) 0.0016(2) -0.0001(2)
O(%) 0.0032(1) 0.0062(2) 0.0059(2) -0.0004(1) 0.0005(1) -0.0007(1)
C(26) 0.0049(2) 0.0047(2) 0.0035(2) 0.0001(2) 0.0000(2) -00012(2)
o7 00072(2) 0.0037(2) 0.0070(2) 0.0003(1) 0.00011(2) -0.0007(2)
o) 0.0053(2) 0.0046(2) 0.0080(2) 0.0000(2) 0.00010(2) -0.0018(2)

Q 0.0078(1) 0.0061(1) 0.0068(1) ~0.0001(1) -0.0003(1) 0.0015(1)

60.3(3)" 22 ALY & z2x glom B 1.53(3)A, 62(1)°, 58(1)°, 61(1)°3} & o]
Hold Bl g 1L48(DA, 1.54()A, 7t 99w, Quindlined] Cel AFH Y=
methoxy[C(7)-0(20-C2D1Y A2 112.9(3)°

r-0
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Fig. 2. A stereoscopic view of the packing for CDD. The b-axis is vertical and the a-axis horizontal.
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Table 5 Bond lengths(A) and angles(e) for non-hydrogen atoms of CDD. The esd's are in

parenthese,
N(1) - C2)
N - C(6)
N(1) - C(22)
C2) - C3)
3 - C()
C3 - C(26)
C@) - O(2)
C4) - CB)
CB) - C(10)
o) - Cl6)
0(3) - C(7)
C@) - OQ0)
C(7) - C©®)
c® - N(12)
C® - CO)
o) - C(10)
CO - F(11)
N(12) - C(16)
N(12) - C13)
Cca3) - C(14)
C14) - C(15)
CQ4) - N7
C(15) - C(19)
C(15) - C(16)
Na7) - C18)
Cag) - C(19)
0(20) - @1
) - C24)
C22) - 023
C(23) - C24)
C(26) - 0@27)
C(26) - O(28)

sis

—
/\§\

1419€¢

Beskaks

1.401

:

1418

2

1.357
1479

2

1510

b
S N 2R AR SR AR SR R R N SR S R e AR N AR A

IO UIONOIE B TR OIS GTOTOT Ul O1 U1 0T 0T S i

1313
1510
149%

5

=

1475

P

149

SRS TR RIS NI RSP 2=l i i D i B s R i RS RS RS L e W 22 20 4 L bt

Cc@ - N - C6) 1195(3)
@ - NQO - C2) 1182(3)
C6) - N@) - C(22) 1216(3)
NQ) - C@2) - C) 1246(3)
C2 -3 - C@ 1194(3)
C2) -C®) - C(26) 1182(3)
CcH4 - CQ) - C(26) 122.3(3)
0() - 04 - C(3 1225(3)
o) - Cé) - CB 121.1(3)
e - Cé) - G 1164(3)
C(10) ) - C® 1187(3)
o - CB) - C4) 120013)
C®) - CB) - C{@ 121.3(3)
N(1) - C6) - ¢ 1226(3)
N - CB) ~ (B 1182(3)
0 - € - C) 1192(3)
020 - - @ 119.2(3)
O20) - - C6) 1189(3)
C@®) - - O 1220(3)
N(12) - C@® - C( 122003)
N(12) - C(8) - Q9 122803
@ - C® - 9 1152(3)
Qo - C9) - FaD) 1176(3)
C(10) - CO - C®) 1236(3)
F(11) - C9) - C@ 1188(3)
o) - C(10) - C) 1205(3)
c® - N(12) - C16) 1246(3)
C@® - N(12) - C13) 121.6(3)
C(16) - N(12) - Ca3) 113.0(3)
N(12) - C13) - C(19 1025(3)
C(15) - C(14) - N7 102:6(3)
C(15) - CQ14) - C13) 1044(3)
N(17) - (14 - 13 117.3(3)
C(19) - C5) - C(14) 112.2(4)
C(19) - C(15) - C16) 1385(4)
a4 - C(5) - C16) 1084(3)
N12) - C6) - C(15) 101.3(3)
C(14) - N{17) - CU8) 106.0(3)
a9 - CU18) - N7 1024(3)
C(15) - C(19) - C(18) 1105(4)
c@) - 00 - @ 1129(3)
NQ) - C(2) - G2 1183(3)
N - C(22) - C(23) 1174(3)
C(24) - G2 - 023 605(3)
C(22) - C(23) - C(2) 5.13)
C(22) - 02 - C(23) 60.3(3)
o@n - G -0 1207(4)
o27) - C(26) - C(3) 1253(4)
028) - G - CB 114.0(3)

Pz

o2 oA B2 d C-0-C
el

ki)

112.7°~119°
T gt Earage] 97 0261
o235t Tl WAb 027), O2B)9F N7l 9Z=
834 Cl, cycroproplyd C(23), C(24), tethoxy<]
C2N2 YA =9

=
5

BT §7F LEQAgke] e

Quinoline®] NI} C(7N& As vFidatze] 3
HAL (0.128(4) A EUA SHHS o] glo
o, NOF C7ML best plane2@Re 2tz
0.125(4)A, —0.155(4)A Eojx o] Quinoline
rnge] AR HEH UsE ¢ & Y o:
Quinoline ringll cycropropyle] €0l e ©E 7&
JME vehpe @it 714719 C(3), C26),
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1-Cyclopropyl-7-(2,7-diazabicyclo[3.3.0)oct-4-en-7-y1)-6-fluoro-8-methoxy-4-oxo-1 4-dihydroquinoline-3-

carboxylic acid @Atge] AR 1=
Table 6. Torsion angles(e) for non-hydrogen atoms of CDD.
Ce  -NQO -C(2) -C(3 25( 3) C2 -NO €2 -C(3) -1676( 5)
2 -NO  Ce B 85(3 C@ -NO CEe -CD 1637( 5)
C(22) -NQ) -C(6) -C(5) 161.1( 4 C22y -N(D  -C) -C(D -21.6( 3)
C@2 -NQO (22 -GV 421 4 C2 -N G2 -C2 1116( 4)
ce  -NQO -C(22) -C(B) -1277( 5) c6) -ND C22 -C2) -582( 4)
N1  -C2 -C(3) -C4) 45 3) N1 €2 -C(3) -C(26) -17877( 5)
c@2 -C3 -C(4) -C(5) -49( 3) c@2 €3 -C4) -0(25) 176.3( 5)
C@2) -C3) -C(4) -C(5) 1784( 5) C2) -3 -C(4) -0(%) -3(3)
c@ -C3 -C@ -027 2704  CQ €3 €2 OB -1776( 5)
c4 -C(3 -C(26) -0@27 179.4( 6) c4y €3 -C(26) -O(B) -9( 3
cl -C@ ~C(5) -C(6) -12(3) o3 €@ -C5) -C(10) -1790( 5)
o) -C4 -C(5) -C6) 17750 5) o) €4 -C) -CQ10) -3(3)
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