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Table 1. Crystal data and structure refinement.



Identification code 
01SOT191    

Empirical formula 
C45H31.50N7.50O9
Formula weight 
821.28

Temperature 
120(2) K

Wavelength 
0.71073 Å

Crystal system 
Orthorhombic

Space group 
Pbcn 

Unit cell dimensions
a = 32.285(2) Å



b = 11.8982(6) Å



c = 19.8475(11) Å


Volume
7624.2(8) Å3
Z
8

Density (calculated)
1.431 Mg / m3
Absorption coefficient
0.102 mm(1
F(000)
3408

Crystal
Colourless Plate

Crystal size
0.06 ( 0.04 ( 0.02 mm3
( range for data collection
3.22 ( 25.02°

Index ranges
(38 ( h ( 38, (14 ( k ( 13, (19 ( l ( 23

Reflections collected
40433

Independent reflections
5946 [Rint = 0.4075]

Completeness to ( = 25.02°
88.3 % 

Max. and min. transmission
0.9980 and 0.9939

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
5946 / 0 / 555

Goodness-of-fit on F2
0.958

Final R indices [F2 > 2((F2)]
R1 = 0.0941, wR2 = 0.1043

R indices (all data)
R1 = 0.3726, wR2 = 0.1634

Largest diff. peak and hole
0.303 and (0.318 e Å(3


Diffractometer: Nonius KappaCCD area detector (( scans and ( scans to fill asymmetric unit sphere). Cell determination: DirAx (Duisenberg, A.J.M.(1992). J. Appl. Cryst. 25, 92-96.) Data collection: Collect (Collect: Data collection software, R. Hooft, Nonius B.V., 1998). Data reduction 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). Structure solution: SHELXS97 (G. M. Sheldrick, Acta Cryst. (1990) A46 467(473). Structure refinement: SHELXL97 (G. M. Sheldrick (1997), University of Göttingen, Germany). Graphics: Cameron - A Molecular Graphics Package. (D. M. Watkin, L. Pearce and C. K. Prout, Chemical Crystallography Laboratory, University of Oxford, 1993).

Special details:  All hydrogen atoms were placed in idealised positions and refined using a riding model.

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
(2008(3)
7512(8)
4566(4)
31(2)
1

C2
(2072(3)
8639(7)
4641(4)
30(2)
1

C3
(1738(3)
9362(7)
4575(4)
31(2)
1

C4
(1346(3)
8921(7)
4448(4)
25(2)
1

C5
(1282(3)
7778(7)
4363(4)
32(2)
1

C6
(1620(3)
7072(7)
4416(4)
40(3)
1

C7
(605(3)
9473(8)
4317(4)
30(3)
1

C8
(324(3)
10450(7)
4261(4)
28(2)
1

C9
(351(3)
11609(7)
4287(4)
23(2)
1

C10
52(3)
12026(6)
4157(3)
20(2)
1

C11
309(3)
11115(7)
4069(4)
21(2)
1

C12
756(3)
10903(8)
3931(4)
21(2)
1

C13
1429(3)
11908(9)
3786(4)
33(3)
1

C14
1682(3)
10977(7)
3752(4)
32(2)
1

C15
2102(3)
11107(8)
3678(4)
37(3)
1

C16
2265(3)
12170(9)
3657(4)
35(3)
1

C17
2017(3)
13124(7)
3674(4)
37(3)
1

C18
1599(3)
12989(7)
3745(4)
33(2)
1

C19
189(2)
13227(7)
4145(4)
23(2)
1

C20
351(2)
13719(7)
4722(4)
34(2)
1

C21
499(2)
14805(7)
4702(5)
41(3)
1

C22
486(2)
15402(7)
4108(5)
40(3)
1

C23
323(2)
14924(7)
3538(4)
32(2)
1

C24
175(2)
13823(6)
3555(4)
27(2)
1

C25
(728(2)
12283(7)
4421(5)
24(2)
1

C26
(885(3)
13036(7)
3941(4)
32(2)
1

C27
(1245(3)
13629(7)
4075(4)
35(2)
1

C28
(1457(3)
13503(7)
4669(5)
38(3)
1

C29
(1307(3)
12751(7)
5147(4)
38(3)
1

C30
(943(3)
12150(6)
5008(4)
29(2)
1

C31
6772(3)
4165(7)
2829(4)
32(3)
1

C32
7186(3)
4379(7)
2885(4)
30(3)
1

C33
7313(3)
5469(8)
2992(4)
28(2)
1

C34
7036(3)
6355(7)
3069(4)
30(2)
1

C35
6620(2)
6125(7)
3007(3)
27(2)
1

C36
6488(3)
5032(8)
2879(4)
26(2)
1

C40
5489(2)
2683(7)
2577(4)
23(2)
1

C41
5814(3)
2534(7)
2124(4)
30(2)
1

C42
6088(3)
1647(8)
2189(4)
39(3)
1

C43
6032(3)
861(7)
2709(5)
37(3)
1

C44
5700(3)
989(7)
3134(4)
30(2)
1

C45
5432(2)
1882(7)
3084(4)
32(2)
1

N1
(2355(2)
6725(7)
4648(3)
39(2)
1

N2
(1015(2)
9698(5)
4414(3)
30(2)
1

N3
74(2)
10171(5)
4130(3)
24(2)
1

N4
1001(2)
11851(5)
3898(3)
28(2)
1

N5
2719(3)
12299(7)
3615(3)
38(2)
1

N6
7758(2)
5711(7)
3017(4)
40(2)
1

N7
6069(2)
4757(5)
2801(3)
28(2)
1

N8
5000
5465(7)
2500
26(3)
1

O1
(2699(2)
7128(5)
4772(3)
51(2)
1

O2
(2294(2)
5717(5)
4563(3)
56(2)
1

O3
(464(2)
8526(5)
4268(3)
32(2)
1

O4
885(2)
9954(4)
3868(3)
31(2)
1

O5
2927(2)
11430(5)
3592(3)
57(2)
1

O6
2868(2)
13255(5)
3609(3)
56(2)
1

O7
7999(2)
4893(5)
3022(3)
52(2)
1

O8
7875(2)
6688(5)
3038(3)
45(2)
1

O9
5751(2)
6446(5)
2621(3)
33(2)
1

C37
5737(3)
5426(8)
2653(4)
25(2)
1

C38
5342(3)
4799(7)
2557(4)
26(2)
1

C39
5219(2)
3670(7)
2532(4)
22(2)
1



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



C1(C2
1.365(9)

C1(C6
1.389(9)

C1(N1
1.468(10)

C2(C3
1.385(9)

C3(C4
1.391(9)

C4(C5
1.386(9)

C4(N2
1.415(9)

C5(C6
1.382(9)

C7(O3
1.218(9)

C7(N2
1.364(9)

C7(C8
1.478(10)

C8(N3
1.352(8)

C8(C9
1.383(9)

C9(C10
1.414(9)

C9(C25
1.483(10)

C10(C11
1.376(9)

C10(C19
1.496(9)

C11(N3
1.362(8)

C11(C12
1.490(10)

C12(O4
1.210(8)

C12(N4
1.380(9)

C13(C14
1.378(10)

C13(C18
1.400(10)

C13(N4
1.401(9)

C14(C15
1.374(9)

C15(C16
1.371(10)

C16(C17
1.390(10)

C16(N5
1.476(10)

C17(C18
1.368(9)

C19(C24
1.370(9)

C19(C20
1.388(9)

C20(C21
1.378(9)

C21(C22
1.376(10)

C22(C23
1.371(9)

C23(C24
1.395(9)

C25(C30
1.366(9)

C25(C26
1.401(9)

C26(C27
1.384(9)

C27(C28
1.371(9)

C28(C29
1.391(9)

C29(C30
1.405(9)

C31(C32
1.368(9)

C31(C36
1.382(10)

C32(C33
1.376(9)

C33(C34
1.392(10)

C34(C35
1.375(9)

C35(C36
1.391(10)

C40(C41
1.392(9)

C40(C45
1.399(9)

C41(C42
1.384(9)

C42(C43
1.404(9)

C43(C44
1.372(9)

C44(C45
1.374(9)

N1(O2
1.228(8)

N1(O1
1.237(7)

N5(O6
1.234(8)

N5(O5
1.234(8)

C37(O9
1.217(8)

C37(N7
1.368(9)

C37(C38
1.489(10)

C38(N8
1.364(8)

C38(C39
1.402(9)

C39(C39i
1.420(13)

C39(C40
1.464(9)

N6(O8
1.222(7)

N6(O7
1.244(8)

N6(C33
1.468(9)

N7(C36
1.400(8)

N8(C38i
1.364(8)

O9(C37(N7
124.2(9)

O9(C37(C38
121.7(9)

N7(C37(C38
114.0(8)

N8(C38(C39
108.9(8)

N8(C38(C37
114.4(8)

C39(C38(C37
136.6(7)

C38(C39(C39i
106.6(4)

C38(C39(C40
126.8(7)

C39i(C39(C40
126.7(4)

O8(N6(O7
123.5(8)

O8(N6(C33
119.3(8)

O7(N6(C33
117.2(8)

C37(N7(C36
130.2(8)

C38i(N8(C38
109.0(10)

C2(C1(C6
121.9(9)

C2(C1(N1
120.0(9)

C6(C1(N1
118.1(9)

C1(C2(C3
118.9(8)

C2(C3(C4
119.3(8)

C5(C4(C3
121.9(8)

C5(C4(N2
121.4(8)

C3(C4(N2
116.6(8)

C6(C5(C4
117.9(8)

C5(C6(C1
120.0(8)

O3(C7(N2
123.7(9)

O3(C7(C8
119.5(9)

N2(C7(C8
116.9(9)

N3(C8(C9
108.1(8)

N3(C8(C7
113.8(8)

C9(C8(C7
138.0(9)

C8(C9(C10
106.6(8)

C8(C9(C25
126.6(9)

C10(C9(C25
126.7(7)

C11(C10(C9
107.5(7)

C11(C10(C19
124.8(8)

C9(C10(C19
127.6(7)

N3(C11(C10
107.6(7)

N3(C11(C12
114.6(8)

C10(C11(C12
137.8(9)

O4(C12(N4
124.1(8)

O4(C12(C11
120.7(8)

N4(C12(C11
115.2(8)

C14(C13(C18
120.3(9)

C14(C13(N4
123.6(9)

C18(C13(N4
116.1(9)

C15(C14(C13
120.0(9)

C16(C15(C14
119.1(9)

C15(C16(C17
122.1(8)

C15(C16(N5
118.6(9)

C17(C16(N5
119.3(9)

C18(C17(C16
118.4(9)

C17(C18(C13
120.0(8)

C24(C19(C20
119.9(7)

C24(C19(C10
119.9(8)

C20(C19(C10
120.1(8)

C21(C20(C19
120.2(8)

C22(C21(C20
119.9(8)

C23(C22(C21
120.3(8)

C22(C23(C24
120.1(8)

C19(C24(C23
119.7(8)

C30(C25(C26
118.1(8)

C30(C25(C9
120.4(8)

C26(C25(C9
121.4(8)

C27(C26(C25
119.9(8)

C28(C27(C26
121.8(8)

C27(C28(C29
119.0(8)

C28(C29(C30
118.9(8)

C25(C30(C29
122.2(8)

C32(C31(C36
120.3(8)

C31(C32(C33
118.5(9)

C32(C33(C34
122.7(8)

C32(C33(N6
118.7(9)

C34(C33(N6
118.5(8)

C35(C34(C33
117.8(8)

C34(C35(C36
120.0(8)

C31(C36(C35
120.5(8)

C31(C36(N7
117.2(8)

C35(C36(N7
122.3(9)

C41(C40(C45
118.4(8)

C41(C40(C39
120.7(8)

C45(C40(C39
120.9(8)

C42(C41(C40
121.3(8)

C41(C42(C43
119.6(8)

C44(C43(C42
118.5(8)

C45(C44(C43
122.3(8)

C44(C45(C40
119.7(8)

O2(N1(O1
123.4(9)

O2(N1(C1
119.0(8)

O1(N1(C1
117.5(8)

C7(N2(C4
127.7(8)

C8(N3(C11
110.1(7)

C12(N4(C13
127.8(8)

O6(N5(O5
124.1(9)

O6(N5(C16
118.9(9)

O5(N5(C16
117.1(9)



Symmetry transformations used to generate equivalent atoms: 

(i) (x+1,y,(z+1/2 



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
21(6) 
31(7)
42(6) 
4(5)
(12(6) 
(12(6)

C2
25(6) 
41(7)
25(5) 
2(5)
7(5) 
1(6)

C3
29(7) 
34(6)
30(6) 
11(5)
6(5) 
2(5)

C4
23(7) 
28(7)
26(6) 
15(5)
(2(5) 
(1(6)

C5
37(7) 
15(6)
43(6) 
8(5)
0(5) 
3(6)

C6
44(7) 
31(6)
44(6) 
(3(5)
(5(6) 
(9(6)

C7
34(8) 
45(7)
11(5) 
(8(5)
1(5) 
2(6)

C8
22(6) 
22(6)
40(7) 
(6(5)
4(5) 
(4(6)

C9
36(7) 
24(6)
8(5) 
(12(5)
(4(5) 
(4(6)

C10
27(6) 
15(5)
18(5) 
(1(5)
7(5) 
(4(5)

C11
19(6) 
16(5)
28(5) 
0(5)
7(5) 
(3(5)

C12
26(7) 
26(6)
13(5) 
(4(5)
4(5) 
(2(6)

C13
22(6) 
56(7)
20(5) 
5(5)
(6(5) 
(19(6)

C14
17(6) 
42(7)
38(6) 
(5(5)
(4(5) 
8(6)

C15
23(7) 
52(7)
34(6) 
(5(6)
(9(5) 
0(6)

C16
11(6) 
55(7)
40(6) 
2(6)
(1(5) 
(15(6)

C17
50(7) 
38(6)
24(5) 
(2(5)
12(6) 
(16(7)

C18
13(6) 
25(6)
60(7) 
5(5)
1(5) 
0(5)

C19
19(6) 
23(6)
28(6) 
6(6)
9(5) 
(2(5)

C20
40(7) 
37(7)
25(6) 
(5(5)
1(5) 
2(5)

C21
49(7) 
26(6)
47(7) 
(1(6)
(18(5) 
(23(5)

C22
36(7) 
27(6)
58(7) 
6(7)
3(6) 
(14(5)

C23
41(7) 
36(6)
20(6) 
8(5)
(1(5) 
3(6)

C24
44(7) 
10(5)
28(6) 
4(5)
0(5) 
(8(5)

C25
16(6) 
25(6)
30(6) 
(3(5)
9(5) 
(5(5)

C26
26(6) 
40(7)
31(6) 
(1(6)
7(5) 
(8(5)

C27
43(7) 
31(6)
30(6) 
6(5)
(3(6) 
(10(6)

C28
29(7) 
31(6)
52(7) 
(7(6)
2(6) 
(6(5)

C29
39(7) 
37(6)
40(6) 
(3(6)
20(6) 
(1(6)

C30
30(7) 
17(6)
41(6) 
(1(5)
(3(5) 
(2(5)

C31
49(7) 
14(6)
33(6) 
(1(5)
(14(6) 
3(6)

C32
25(7) 
31(7)
35(6) 
(2(5)
2(5) 
(3(5)

C33
19(6) 
32(7)
32(6) 
6(5)
(3(5) 
(17(6)

C34
15(6) 
23(6)
51(6) 
(6(5)
(8(5) 
(4(5)

C35
15(6) 
27(6)
38(5) 
(2(5)
2(5) 
(7(5)

C36
22(6) 
37(7)
18(5) 
(1(5)
(9(5) 
(17(6)

C40
17(6) 
23(6)
29(6) 
(13(5)
(6(5) 
13(5)

C41
32(6) 
27(6)
31(6) 
(3(5)
2(5) 
9(5)

C42
29(6) 
32(6)
56(7) 
(17(6)
6(5) 
6(6)

C43
25(7) 
23(6)
63(7) 
(1(6)
(4(6) 
2(5)

C44
24(6) 
23(6)
44(6) 
2(5)
(5(5) 
4(5)

C45
22(6) 
41(6)
32(6) 
6(6)
(2(5) 
(6(5)

N1
37(6) 
43(6)
35(5) 
(11(5)
(7(5) 
(4(6)

N2
34(5) 
21(5)
35(5) 
0(4)
6(5) 
4(4)

N3
33(5) 
21(5)
16(4) 
(2(4)
3(4) 
2(4)

N4
36(6) 
17(5)
32(4) 
(6(4)
(3(4) 
(4(4)

N5
34(7) 
57(7)
23(5) 
0(6)
4(4) 
(8(6)

O1
23(4) 
49(5)
82(5) 
1(4)
6(4) 
(1(4)

O2
57(5) 
21(4)
91(5) 
0(4)
7(4) 
(8(4)

O3
26(4) 
30(4)
39(4) 
(4(3)
4(3) 
1(3)

O4
30(4) 
18(4)
44(4) 
(4(3)
(4(3) 
3(3)

O5
40(5) 
66(5)
67(5) 
(8(4)
0(4) 
16(4)

O6
42(5) 
61(5)
64(5) 
8(4)
0(4) 
(12(4)

C37
32(7) 
29(6)
14(5) 
(4(5)
2(5) 
2(6)

C38
17(6) 
34(6)
26(6) 
9(5)
4(5) 
14(5)

C39
19(5) 
24(5)
24(5) 
3(5)
(2(5) 
(6(4)

N6
33(7) 
36(6)
52(5) 
13(5)
9(5) 
(8(5)

N7
21(5) 
19(5)
43(5) 
8(4)
(7(4) 
(3(4)

N8
27(7) 
23(7)
26(6) 
0
2(6) 
0

O7
33(5) 
40(4)
84(5) 
6(4)
(10(4) 
8(4)

O8
46(5) 
32(4)
58(4) 
5(4)
(7(4) 
(10(4)

O9
35(4) 
22(4)
42(4) 
(1(3)
(6(3) 
(6(3)



Table 5. Hydrogen coordinates [( 104] and isotropic displacement parameters [Å2 ( 103].

Atom 
x
y
z
Ueq
S.o.f.
H7
6011
4040
2856
33
1

H8
5000
6204
2500
31
1

H2
(2340
8923
4736
36
1

H3
(1775
10150
4617
37
1

H5
(1013
7489
4270
38
1

H6
(1587
6286
4351
48
1

H14
1566
10245
3780
38
1

H15
2278
10468
3642
44
1

H17
2135
13853
3637
45
1

H18
1423
13629
3767
39
1

H20
360
13307
5131
41
1

H21
610
15140
5097
49
1

H22
590
16148
4093
49
1

H23
312
15343
3131
39
1

H24
64
13489
3159
33
1

H26
(745
13140
3525
39
1

H27
(1347
14139
3746
42
1

H28
(1702
13922
4752
45
1

H29
(1450
12645
5562
46
1

H30
(842
11634
5334
35
1

H31
6678
3419
2755
39
1

H32
7383
3787
2850
37
1

H34
7130
7095
3161
36
1

H35
6422
6712
3052
32
1

H41
5847
3051
1764
36
1

H42
6313
1571
1884
47
1

H43
6220
254
2765
45
1

H44
5654
441
3474
37
1

H45
5209
1954
3393
38
1

H2A
(1081
10411
4461
36
1

H3A
167
9479
4089
28
1

H4
873
12498
3954
34
1



[image: image2.png]



� EMBED Word.Picture.8  ���








1

08/12/01 15:19:15                    Dr T Gelbrich          
98src212

User:

PAGE  
5
08/12/01 15:19:15                    Dr. M. E. Light          
                      01SOT191

User: Phil 

[image: image3.png]


_1035871774.doc
[image: image1.png]






