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Table 1. Crystal data and structure refinement.

Identification code 02src098

Empirical formula C,0H,,I,N,0,

Formula weight 576.20

Temperature 120(2) K

Wavelength 0.71073 A

Crystal system Orthorhombic

Space group Pca2,

Unit cell dimensions a=13.4920(5) A a=90°
b=4.728712) A LB=90°
c=31.3743(16) A y =90°

Volume 2001.67(15) A®

Z 4

Density (calculated) 1.912 Mg/ m’

Absorption coefficient 3.159 mm™’

F(000) 1112

Crystal Plate; colourless

Crystal size

@ range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to 8= 27.48°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*

Final R indices [F* > 20(F?)]
R indices (all data)

Absolute structure parameter
Extinction coefficient
Largest diff. peak and hole

0.10 x 0.08 x 0.03 mm’

3.29 -27.48°
-16<h<12,-6<k<6,-25<1<40
8446

3059 [R;,; = 0.0676]

91.3 %

Semi—-empirical from equivalents
0.9112 and 0.7430

Full-matrix least-squares on F*
3059 /1/237

1.004

RI1=10.0392, wR2 = 0.0664
RI1=0.0577, wR2=0.0717
0.15(5)

0.00075(12)

1.182 and —0.852 ¢ A™°

Diffractometer: Enraf Nonius KappaCCD area detector (¢ scans and @ scans to fill Ewald sphere). Data collection and cell
refinement: Denzo (Z. Otwinowski & W. Minor, Methods in Enzymology (1997) Vol. 276 Macromolecular Crystallography,
part A, pp. 307-326, C. W. Carter, Jr. & R. M. Sweet, Eds., Academic Press). Absorption correction: SORTAV (R. H. Blessing,
Acta Cryst. AS1 (1995) 33-37; R. H. Blessing, J. Appl. Cryst. 30 (1997) 421-426). Program used to solve structure:
SHELXS97 (G. M. Sheldrick, Acta Cryst. (1990) A46 467—-473). Program used to refine structure: SHELXL97 (G. M. Sheldrick
(1997), University of Gottingen, Germany).

Further information: http://www.soton.ac.uk/ ~ xservice/strat.htm

Special details:
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Table 2. Atomic coordinates [x 10], equivalent isotropic displacement parameters [A% x 10°] and site occupancy factors.
U,, is defined as one third of the trace of the orthogonalized U” tensor.

Atom X y z Ueq S.o.f.
Cl 7209(6) 11390(16) 9903(3) 14(2) 1
C2 6881(6) 11843(18) 9486(3) 18(2) 1
C3 6097(6) 13672(16) 9405(3) 22(2) 1
C4 5643(8) 15001(17) 9749(3) 22(2) 1
C5 5942(6) 14512(18) 10156(3) 21(2) 1
Cé6 6748(6) 12649(19) 10256(3) 19(2) 1
C7 7074(6) 12280(20) 10702(2) 22(2) 1
C8 5548(6) 10092(16) 10951(3) 17(2) 1
C9 4703(6) 10428(19) 11263(3) 24(2) 1
C10 5760(6) 12686(17) 11759(3) 19(2) 1
Cl11 6620(5) 12581(17) 11443(3) 14(2) 1
C12 7609(6) 10211(19) 11952(3) 25(2) 1
C13 6769(6) 10060(17) 12261(3) 19(2) 1
Cl4 5287(6) 12522(18) 12498(3) 22(2) 1
C15 5588(6) 12852(17) 12957(3) 16(2) 1
Cl16 5095(6) 11611(17) 13289(3) 19(2) 1
C17 5354(7) 12037(19) 13708(3) 23(2) 1
C18 6140(6) 13829(18) 13809(3) 23(2) 1
C19 6671(7) 15080(18) 13481(3) 24(2) 1
C20 6398(6) 14599(18) 13065(3) 20(2) 1
N1 6262(4) 12439(13) 11014(2) 16(2) 1
N2 6103(5) 12527(14) 12194(2) 19(2) 1
Ol 5083(4) 10412(13) 11686(2) 21(2) 1
02 7258(4) 10194(15) 11522(2) 23(2) 1
Il 8481(1) 8876(1) 9974(1) 22(1) 1
12 3816(1) 9101(1) 13191(1) 23(1) 1
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Table 3. Bond lengths [A] and angles [°].

C1-C2
C1-C6
Cl-I1
C2-C3
C2-H2
C3-C4
C3-H3
C4-C5
C4-H4
C5-C6
C5-H5
C6—-C7
C7-Nl1
C7-H7A
C7-H7B
C8-N1
C8-C9
C8-H8A
C8-H8B
C9-01
C9-H9A
C9-H9B
C10-01
C10-N2
C10-Cl11
C10-HI10
C11-NI1
C11-02
Cl1-Hl11
C12-02
C12-C13
C12-H12A
C12-H12B
C13-N2
CI13-H13A
C13-HI3B
C14-N2
C14-CI15
Cl14-H14A
Cl14-HI14B
C15-C16
C15-C20
Cl6-C17
Cl6-12
C17-C18
C17-H17
C18-C19
C18-HI8
C19-C20
C19-HI19
C20-H20

C2-C1-Cé6
C2-C1-11

C6—-Cl1-I1

C3-C2-Cl1
C3-C2-H2
C1-C2-H2
C2-C3-C4
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1.398(11)
1.402(11)
2.099(8)
1.390(11)
0.9500
1.391(12)
0.9500
1.359(11)
0.9500
1.434(12)
0.9500
1.477(10)
1.472(9)
0.9900
0.9900
1.482(9)
1.512(11)
0.9900
0.9900
1.423(9)
0.9900
0.9900
1.429(9)
1.441(9)
1.527(9)
1.0000
1.433(9)
1.440(9)
1.0000
1.431(11)
1.493(12)
0.9900
0.9900
1.487(9)
0.9900
0.9900
1.457(10)
1.504(11)
0.9900
0.9900
1.367(10)
1.411(11)
1.377(11)
2.117(8)
1.395(12)
0.9500
1.387(13)
0.9500
1.376(13)
0.9500
0.9500

122.3(8)
116.3(6)
121.3(6)
120.5(8)
119.7

119.7

118.3(8)
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C2-C3-H3
C4-C3-H3
C5-C4-C3
C5-C4-H4
C3-C4-H4
C4-C5-C6
C4-C5-H5
C6—C5-H5
C1-C6-C5
C1-C6-C7
C5-C6-C7
N1-C7-Cé6
N1-C7-H7A
C6—C7-H7A
N1-C7-H7B
C6—-C7-H7B
H7A-C7-H7B
N1-C8-C9
N1-C8-H8A
C9-C8-H8A
N1-C8-H8B
C9-C8-H8B
H8A-C8-H8B
01-C9-C8
O1-C9-H9A
C8-C9-H9A
O1-C9-H9B
C8-C9-H9B
H9A-C9-H9B
O1-C10-N2
01-C10-C11
N2-C10-Cl11
O1-C10-H10
N2-C10-H10
C11-C10-H10
N1-C11-02
N1-C11-C10
02-C11-C10
N1-C11-H11
02-C11-Hl11
C10-Cl11-H11
02-C12-Cl13
02-C12-HI12A
C13-Cl12-HI2A
02-C12-H12B
C13-C12-HI12B
H12A-C12-HI12B
N2-C13-C12
N2-C13-HI13A
C12-C13-HI3A
N2-C13-H13B
C12-C13-H13B
H13A-C13-HI13B
N2-C14-C15
N2-C14-HI14A
C15-C14-H14A
N2-C14-H14B
C15-C14-H14B
H14A-C14-H14B
C16-C15-C20
C16-C15-Cl14
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120.8
120.8
121.4(9)
119.3
119.3
122.4(9)
118.8
118.8
115.1(8)
124.5(8)
120.3(8)
113.8(7)
108.8
108.8
108.8
108.8
107.7
108.9(7)
109.9
109.9
109.9
109.9
108.3
109.4(7)
109.8
109.8
109.8
109.8
108.3
108.5(6)
110.9(7)
111.6(6)
108.6
108.6
108.6
109.0(6)
110.8(6)
111.6(7)
108.5
108.5
108.5
111.1(7)
109.4
109.4
109.4
109.4
108.0
109.2(7)
109.8
109.8
109.8
109.8
108.3
115.0(7)
108.5
108.5
108.5
108.5
107.5
116.5(8)
123.5(7)
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C20-C15-C14
C15-C16-C17
C15-Cl6-12
C17-Cl6-12
C16-C17-C18
Cl16-C17-H17
C18-C17-H17
C19-C18-C17
C19-C18-H18
C17-C18-H18
C20-C19-C18
C20-C19-H19
C18-C19-H19
C19-C20-C15
C19-C20-H20
C15-C20-H20
C11-NI1-C7
C11-N1-C8
C7-N1-C8
C10-N2-C14
C10-N2-C13
C14-N2-C13
C9-01-C10
C12-02-Cl11

119.9(8)
122.8(8)
121.8(6)
115.3(6)
120.0(8)
120.0
120.0
118.8(8)
120.6
120.6
119.8(9)
120.1
120.1
122.1(8)
119.0
119.0
112.2(6)
112.4(6)
110.9(6)
112.1(6)
111.7(6)
111.2(6)
112.1(6)
110.8(7)

Symmetry transformations used to generate equivalent atoms:

07/03/02 11:05:48

Dr. S. J. Coles

02src098

User: M. Wood




image6.jpeg
Table 4. Anisotropic displacement parameters [A*x 10°]. The anisotropic displacement
factor exponent takes the form: -2z %[#?a**U" + - + 2 h k a* b* U'? ].

Atam ! 22 23 2 U U2
Cl 14(5) 15(4) 13(5) 6(4) 1(4) -9(3)
C2 17(5) 23(5) 14(5) -2(4) -4(4) -5(4)
C3 24(6) 21(5) 21(5) 4(4) -5(4) -2(4)
C4 34(6) 14(6) 17(6) —6(4) 0(5) 0(4)
C5 20(6) 23(5) 20(6) 0(4) 2(4) -10(4)
Cé6 16(5) 24(6) 17(5) -8(4) 6(4) -6(4)
C7 27(6) 33(6) 6(5) -4(4) 6(4) -7(4)
C8 24(5) 14(5) 13(5) —4(4) -8(4) 0(4)
C9 23(5) 34(6) 16(6) 11(5) -7(4) -12(4)
C10 24(5) 18(5) 13(5) -2(4) —6(4) 1(4)
Cll1 15(5) 18(5) 11(5) 4(4) 0(4) 3(4)
Cl12 21(5) 35(6) 20(6) 4(4) -6(4) 7(4)
Cl13 22(5) 16(5) 18(5) -1(4) -6(4) -4(4)
Cl4 22(5) 28(6) 16(5) 4(5) 2(4) 2(4)
C15 15(5) 14(5) 19(5) 1(4) 0(4) 10(4)
Clé 12(5) 26(6) 21(6) -4(4) 5(4) —4(3)
C17 33(6) 18(5) 17(6) -1(4) 3(4) 5(4)
Cl18 25(6) 33(6) 10(5) -7(4) -1(4) 3(5)
C19 26(5) 2005) 26(7) -4(4) -3(5) 4(4)
C20 22(6) 26(5) 14(6) -5(4) 0(3) -5(4)
N1 16(4) 17(4) 16(4) 3(3) 2(3) -1(3)
N2 21(4) 13(4) 22(4) 0(3) 1(3) -1(3)
Ol1 24(3) 28(4) 10(4) 4(3) -2(3) -11(3)
02 22(4) 35(4) 14(4) -5(3) -11(3) 9(3)
I1 18(1) 24(1) 24(1) —-1(1) 2(1) 2(1)
I2 19(1) 28(1) 21(1) 0(1) 1(1) 0(1)
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