[image: image4.wmf]
University of Southampton  ·  Department of Chemistry

EPSRC National Crystallography Service
[image: image2.png]




Table 1. Crystal data and structure refinement.



Identification code 
02sot064    

Empirical formula 
C30H26FeN2O3
Formula weight 
518.38

Temperature 
120(2) K

Wavelength 
0.71073 Å

Crystal system 
Orthorhombic

Space group 
Pbca 

Unit cell dimensions
a = 6.0816(4) Å
( = 90°


b = 24.8503(16) Å
( = 90°


c = 31.120(3) Å
(  = 90°

Volume
4703.2(6) Å3
Z
8

Density (calculated)
1.464 Mg / m3
Absorption coefficient
0.678 mm(1
F(000)
2160

Crystal
needle; yellow

Crystal size
0.20 ( 0.03 ( 0.03 mm3
( range for data collection
3.09 ( 26.00°

Index ranges
(6 ( h ( 6, (28 ( k ( 27, (38 ( l ( 28

Reflections collected
10713

Independent reflections
3464 [Rint = 0.0691]

Completeness to ( = 26.00°
74.8 % 

Absorption correction
Semi(empirical from equivalents

Max. and min. transmission
0.9799 and 0.8763

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
3464 / 0 / 335

Goodness-of-fit on F2
0.986

Final R indices [F2 > 2((F2)]
R1 = 0.0573, wR2 = 0.1046

R indices (all data)
R1 = 0.1185, wR2 = 0.1243

Extinction coefficient
0.00047(15)

Largest diff. peak and hole
0.522 and (0.473 e Å(3


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. A51 (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 Göttingen, Germany).  
Further information:  http://www.soton.ac.uk/~xservice/strat.htm 

Special details: 

Table 2. Atomic coordinates [( 104], equivalent isotropic displacement parameters [Å2 ( 103] and site occupancy factors. Ueq is defined as one third of the trace of the orthogonalized Uij tensor.

Atom 
x
y
z
Ueq
S.o.f.
C1
7206(9)
4360(2)
798(2)
38(1)
1

C2
5928(9)
3907(2)
897(2)
39(1)
1

C3
3851(8)
4091(2)
1038(2)
32(1)
1

C4
3854(8)
4654(2)
1026(1)
27(1)
1

C5
5933(8)
4818(2)
874(2)
32(1)
1

C6
5492(8)
4596(2)
2040(1)
25(1)
1

C7
7324(8)
4892(2)
1897(2)
29(1)
1

C8
8997(8)
4526(2)
1788(2)
29(1)
1

C9
8208(7)
4002(2)
1865(1)
23(1)
1

C10
6020(7)
4041(2)
2021(1)
19(1)
1

C11
4539(7)
3581(2)
2151(1)
24(1)
1

C12
5653(7)
2629(2)
2108(2)
22(1)
1

C13
6340(7)
2198(2)
1811(2)
20(1)
1

C14
5750(7)
2045(2)
1394(2)
22(1)
1

C15
7205(7)
1612(2)
1273(2)
22(1)
1

C16
8612(7)
1535(2)
1615(2)
23(1)
1

C17
4042(7)
2300(2)
1122(1)
21(1)
1

C18
2058(7)
2477(2)
1293(2)
28(1)
1

C19
530(8)
2752(2)
1039(2)
29(1)
1

C20
984(8)
2852(2)
612(2)
35(1)
1

C21
2953(8)
2680(2)
435(2)
32(1)
1

C22
4459(8)
2409(2)
687(2)
29(1)
1

C23
7170(8)
1323(2)
856(2)
22(1)
1

C24
8990(8)
1340(2)
584(2)
27(1)
1

C25
8938(8)
1074(2)
194(2)
32(1)
1

C26
7117(9)
786(2)
70(2)
33(1)
1

C27
5287(8)
769(2)
338(2)
32(1)
1

C28
5321(8)
1036(2)
726(2)
27(1)
1

C29
10512(7)
1178(2)
1656(2)
23(1)
1

C30
13520(7)
941(2)
2092(2)
31(1)
1

N1
5122(7)
3095(2)
1917(1)
25(1)
1

N2
8036(7)
1881(2)
1935(1)
23(1)
1

O1
5658(4)
2561(1)
2501(1)
25(1)
1

O2
11066(5)
844(1)
1398(1)
30(1)
1

O3
11592(5)
1270(1)
2030(1)
29(1)
1

Fe1
6269(1)
4382(1)
1427(1)
25(1)
1



Table 3. Bond lengths [Å] and angles [°].



C1(C5
1.397(7)

C1(C2
1.401(7)

C1(Fe1
2.038(5)

C1(H1
0.9500

C2(C3
1.412(7)

C2(Fe1
2.036(5)

C2(H2
0.9500

C3(C4
1.400(6)

C3(Fe1
2.038(4)

C3(H3
0.9500

C4(C5
1.411(6)

C4(Fe1
2.041(4)

C4(H4
0.9500

C5(Fe1
2.044(5)

C5(H5
0.9500

C6(C7
1.408(6)

C6(C10
1.417(6)

C6(Fe1
2.036(4)

C6(H6
0.9500

C7(C8
1.406(6)

C7(Fe1
2.039(5)

C7(H7
0.9500

C8(C9
1.407(6)

C8(Fe1
2.036(4)

C8(H8
0.9500

C9(C10
1.420(6)

C9(Fe1
2.034(4)

C9(H9
0.9500

C10(C11
1.509(6)

C10(Fe1
2.039(4)

C11(N1
1.454(5)

C11(H11A
0.9900

C11(H11B
0.9900

C12(O1
1.234(5)

C12(N1
1.341(6)

C12(C13
1.474(6)

C13(N2
1.354(5)

C13(C14
1.399(6)

C14(C15
1.443(6)

C14(C17
1.482(6)

C15(C16
1.379(6)

C15(C23
1.486(6)

C16(N2
1.361(5)

C16(C29
1.463(6)

C17(C18
1.390(6)

C17(C22
1.404(6)

C18(C19
1.399(6)

C18(H18
0.9500

C19(C20
1.378(7)

C19(H19
0.9500

C20(C21
1.387(6)

C20(H20
0.9500

C21(C22
1.381(6)

C21(H21
0.9500

C22(H22
0.9500

C23(C28
1.390(6)

C23(C24
1.393(6)

C24(C25
1.381(6)

C24(H24
0.9500

C25(C26
1.373(6)

C25(H25
0.9500

C26(C27
1.390(6)

C26(H26
0.9500

C27(C28
1.379(6)

C27(H27
0.9500

C28(H28
0.9500

C29(O2
1.204(5)

C29(O3
1.355(5)

C30(O3
1.442(5)

C30(H30A
0.9800

C30(H30B
0.9800

C30(H30C
0.9800

N1(H1N
0.82(5)

N2(H2N
0.84(4)

C5(C1(C2
108.0(5)

C5(C1(Fe1
70.2(3)

C2(C1(Fe1
69.8(3)

C5(C1(H1
126.0

C2(C1(H1
126.0

Fe1(C1(H1
125.6

C1(C2(C3
107.7(5)

C1(C2(Fe1
70.0(3)

C3(C2(Fe1
69.8(3)

C1(C2(H2
126.1

C3(C2(H2
126.1

Fe1(C2(H2
125.7

C4(C3(C2
108.3(4)

C4(C3(Fe1
70.1(3)

C2(C3(Fe1
69.7(3)

C4(C3(H3
125.8

C2(C3(H3
125.8

Fe1(C3(H3
126.0

C3(C4(C5
107.3(4)

C3(C4(Fe1
69.8(3)

C5(C4(Fe1
69.9(3)

C3(C4(H4
126.3

C5(C4(H4
126.3

Fe1(C4(H4
125.5

C1(C5(C4
108.6(4)

C1(C5(Fe1
69.8(3)

C4(C5(Fe1
69.7(3)

C1(C5(H5
125.7

C4(C5(H5
125.7

Fe1(C5(H5
126.4

C7(C6(C10
108.5(4)

C7(C6(Fe1
69.9(3)

C10(C6(Fe1
69.8(2)

C7(C6(H6
125.8

C10(C6(H6
125.8

Fe1(C6(H6
126.1

C6(C7(C8
108.1(4)

C6(C7(Fe1
69.7(3)

C8(C7(Fe1
69.7(3)

C6(C7(H7
126.0

C8(C7(H7
126.0

Fe1(C7(H7
126.2

C9(C8(C7
108.1(4)

C9(C8(Fe1
69.7(3)

C7(C8(Fe1
69.9(3)

C9(C8(H8
125.9

C7(C8(H8
125.9

Fe1(C8(H8
126.0

C8(C9(C10
108.4(4)

C8(C9(Fe1
69.9(3)

C10(C9(Fe1
69.8(2)

C8(C9(H9
125.8

C10(C9(H9
125.8

Fe1(C9(H9
126.1

C6(C10(C9
107.0(4)

C6(C10(C11
126.1(4)

C9(C10(C11
126.9(4)

C6(C10(Fe1
69.5(2)

C9(C10(Fe1
69.4(2)

C11(C10(Fe1
127.0(3)

N1(C11(C10
110.4(4)

N1(C11(H11A
109.6

C10(C11(H11A
109.6

N1(C11(H11B
109.6

C10(C11(H11B
109.6

H11A(C11(H11B
108.1

O1(C12(N1
123.9(5)

O1(C12(C13
121.4(5)

N1(C12(C13
114.7(4)

N2(C13(C14
107.5(4)

N2(C13(C12
117.4(4)

C14(C13(C12
134.9(4)

C13(C14(C15
106.7(4)

C13(C14(C17
126.4(4)

C15(C14(C17
126.9(4)

C16(C15(C14
106.5(4)

C16(C15(C23
128.1(4)

C14(C15(C23
125.5(4)

N2(C16(C15
108.4(4)

N2(C16(C29
121.6(4)

C15(C16(C29
129.9(4)

C18(C17(C22
117.7(4)

C18(C17(C14
121.7(4)

C22(C17(C14
120.5(4)

C17(C18(C19
121.0(5)

C17(C18(H18
119.5

C19(C18(H18
119.5

C20(C19(C18
120.0(5)

C20(C19(H19
120.0

C18(C19(H19
120.0

C19(C20(C21
120.0(5)

C19(C20(H20
120.0

C21(C20(H20
120.0

C22(C21(C20
119.8(5)

C22(C21(H21
120.1

C20(C21(H21
120.1

C21(C22(C17
121.5(5)

C21(C22(H22
119.2

C17(C22(H22
119.2

C28(C23(C24
118.8(4)

C28(C23(C15
120.9(4)

C24(C23(C15
120.3(4)

C25(C24(C23
120.0(4)

C25(C24(H24
120.0

C23(C24(H24
120.0

C26(C25(C24
120.9(5)

C26(C25(H25
119.5

C24(C25(H25
119.5

C25(C26(C27
119.6(5)

C25(C26(H26
120.2

C27(C26(H26
120.2

C28(C27(C26
119.8(4)

C28(C27(H27
120.1

C26(C27(H27
120.1

C27(C28(C23
120.8(5)

C27(C28(H28
119.6

C23(C28(H28
119.6

O2(C29(O3
123.7(4)

O2(C29(C16
125.6(4)

O3(C29(C16
110.8(4)

O3(C30(H30A
109.5

O3(C30(H30B
109.5

H30A(C30(H30B
109.5

O3(C30(H30C
109.5

H30A(C30(H30C
109.5

H30B(C30(H30C
109.5

C12(N1(C11
123.7(4)

C12(N1(H1N
119(3)

C11(N1(H1N
117(3)

C13(N2(C16
110.9(4)

C13(N2(H2N
121(3)

C16(N2(H2N
125(3)

C29(O3(C30
114.4(4)

C9(Fe1(C6
68.14(18)

C9(Fe1(C2
109.39(19)

C6(Fe1(C2
152.3(2)

C9(Fe1(C8
40.45(17)

C6(Fe1(C8
67.99(18)

C2(Fe1(C8
129.2(2)

C9(Fe1(C3
130.70(19)

C6(Fe1(C3
118.8(2)

C2(Fe1(C3
40.57(19)

C8(Fe1(C3
168.2(2)

C9(Fe1(C10
40.80(16)

C6(Fe1(C10
40.70(17)

C2(Fe1(C10
119.0(2)

C8(Fe1(C10
68.45(18)

C3(Fe1(C10
109.73(18)

C9(Fe1(C1
117.9(2)

C6(Fe1(C1
166.3(2)

C2(Fe1(C1
40.2(2)

C8(Fe1(C1
107.9(2)

C3(Fe1(C1
67.8(2)

C10(Fe1(C1
151.5(2)

C9(Fe1(C7
68.00(19)

C6(Fe1(C7
40.41(17)

C2(Fe1(C7
166.5(2)

C8(Fe1(C7
40.36(18)

C3(Fe1(C7
150.9(2)

C10(Fe1(C7
68.39(18)

C1(Fe1(C7
128.1(2)

C9(Fe1(C5
150.21(19)

C6(Fe1(C5
128.90(19)

C2(Fe1(C5
67.4(2)

C8(Fe1(C5
116.98(19)

C3(Fe1(C5
67.37(19)

C10(Fe1(C5
167.5(2)

C1(Fe1(C5
40.02(19)

C7(Fe1(C5
107.8(2)

C9(Fe1(C4
168.44(19)

C6(Fe1(C4
108.58(19)

C2(Fe1(C4
67.99(19)

C8(Fe1(C4
149.90(19)

C3(Fe1(C4
40.14(17)

C10(Fe1(C4
129.61(18)

C1(Fe1(C4
67.9(2)

C7(Fe1(C4
117.3(2)

C5(Fe1(C4
40.41(17)



Symmetry transformations used to generate equivalent atoms: 



Table 4. Anisotropic displacement parameters [Å2( 103]. The anisotropic displacement

factor exponent takes the form: (2( 2[h2a*2U11 + ... + 2 h k a* b* U12 ].

Atom
U11
U22
U33
U23
U13
U12
C1
34(3) 
58(4)
21(3) 
1(3)
0(2) 
(5(3)

C2
62(4) 
31(4)
24(3) 
(9(3)
(14(3) 
19(3)

C3
40(3) 
32(3)
23(3) 
2(3)
(14(2) 
(15(3)

C4
31(3) 
30(3)
21(3) 
5(2)
(6(2) 
2(2)

C5
49(4) 
24(3)
22(3) 
3(2)
(4(3) 
(5(3)

C6
30(3) 
24(3)
22(3) 
(2(2)
(5(2) 
6(2)

C7
38(3) 
18(3)
31(3) 
(1(2)
(9(2) 
(7(3)

C8
22(3) 
45(4)
22(3) 
5(3)
(6(2) 
(5(3)

C9
24(3) 
24(3)
21(3) 
2(2)
(2(2) 
6(2)

C10
25(3) 
17(3)
15(2) 
(1(2)
(6(2) 
4(2)

C11
34(3) 
22(3)
17(3) 
(4(2)
1(2) 
5(2)

C12
15(3) 
23(3)
26(3) 
3(2)
2(2) 
(4(2)

C13
21(3) 
12(3)
27(3) 
6(2)
1(2) 
0(2)

C14
28(3) 
13(3)
25(3) 
3(2)
4(2) 
(3(2)

C15
26(3) 
16(3)
26(3) 
(2(2)
7(2) 
(5(2)

C16
24(3) 
20(3)
25(3) 
(9(2)
6(2) 
(4(2)

C17
27(3) 
15(3)
22(3) 
(1(2)
1(2) 
(3(2)

C18
30(3) 
19(3)
34(3) 
(2(2)
(2(2) 
(6(2)

C19
25(3) 
25(3)
38(3) 
(4(3)
0(2) 
(5(2)

C20
37(4) 
24(3)
43(4) 
(4(3)
(14(3) 
6(2)

C21
49(4) 
21(3)
25(3) 
(2(3)
(5(3) 
(1(3)

C22
29(3) 
23(3)
34(3) 
2(3)
1(2) 
2(2)

C23
26(3) 
15(3)
25(3) 
3(2)
0(2) 
(2(2)

C24
27(3) 
24(3)
28(3) 
6(2)
(1(2) 
(1(2)

C25
40(3) 
32(3)
26(3) 
4(3)
7(3) 
13(3)

C26
46(4) 
31(3)
22(3) 
(1(2)
(6(3) 
7(3)

C27
31(3) 
32(3)
34(3) 
(6(3)
(15(3) 
3(2)

C28
29(3) 
28(3)
25(3) 
0(2)
(1(2) 
0(2)

C29
27(3) 
20(3)
22(3) 
2(2)
5(2) 
(6(2)

C30
25(3) 
31(3)
36(3) 
(2(3)
(5(2) 
10(2)

N1
36(3) 
20(3)
19(3) 
0(2)
2(2) 
(3(2)

N2
27(3) 
21(3)
20(2) 
(4(2)
(1(2) 
(2(2)

O1
29(2) 
25(2)
21(2) 
1(2)
2(1) 
2(1)

O2
32(2) 
30(2)
29(2) 
(6(2)
0(2) 
4(2)

O3
30(2) 
29(2)
26(2) 
(3(2)
(6(2) 
5(2)

Fe1
29(1) 
24(1)
21(1) 
1(1)
(3(1) 
(1(1)
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