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Table 1. Crystal data and structure refinement.



Identification code 
03src0045    

Empirical formula 
C25H44BrN2O0.50
Formula weight 
460.53

Temperature 
120(2) K

Wavelength 
0.71073 Å

Crystal system 
Monoclinic

Space group 
P21/c 

Unit cell dimensions
a = 17.5547(10) Å
( = 90°


b = 8.8674(6) Å
( = 110.858(2)°


c = 17.7449(12) Å
(  = 90°

Volume
2581.2(3) Å3
Z
4

Density (calculated)
1.185 Mg / m3
Absorption coefficient
1.607 mm(1
F(000)
988

Crystal
Block; Colourless

Crystal size
0.45 ( 0.25 ( 0.18 mm3
( range for data collection
3.07 ( 27.39°

Index ranges
(21 ( h ( 21, (11 ( k ( 10, (22 ( l ( 22

Reflections collected
12586

Independent reflections
4135 [Rint = 0.0588]

Completeness to ( = 27.39°
70.4 % 

Absorption correction
Semi(empirical from equivalents

Max. and min. transmission
0.7608 and 0.5316

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
4135 / 3 / 270

Goodness-of-fit on F2
1.152

Final R indices [F2 > 2((F2)]
R1 = 0.0825, wR2 = 0.1548

R indices (all data)
R1 = 0.1165, wR2 = 0.1680

Largest diff. peak and hole
0.717 and (0.858 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 fixed.

There is half a molecule of water in the asymmetric unit.

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
8872(3)
1756(9)
5439(4)
34(2)
1

C2
8860(3)
720(8)
4307(4)
32(2)
1

C3
8970(3)
(445(9)
4873(4)
34(2)
1

C4
9083(4)
(1934(8)
4723(5)
39(2)
1

C5
9082(4)
(2226(10)
3956(5)
51(2)
1

C6
8980(4)
(1112(11)
3380(5)
50(2)
1

C7
8862(4)
385(10)
3534(4)
42(2)
1

C8
8711(4)
3569(8)
4311(4)
37(2)
1

C9
7843(3)
3815(8)
3714(4)
35(2)
1

C10
7213(4)
3867(9)
4123(4)
40(2)
1

C11
6339(4)
4093(9)
3527(4)
38(2)
1

C12
5730(4)
4291(9)
3953(4)
42(2)
1

C13
4851(4)
4531(9)
3376(4)
41(2)
1

C14
4251(4)
4779(9)
3810(4)
42(2)
1

C15
3373(4)
5024(9)
3241(4)
44(2)
1

C16
2792(4)
5305(10)
3701(4)
49(2)
1

C17
9046(4)
(478(10)
6349(4)
51(2)
1

C18
8241(4)
(1130(10)
6330(5)
53(2)
1

C19
7601(4)
75(9)
6276(4)
43(2)
1

C20
6795(4)
(600(9)
6283(4)
43(2)
1

C21
6140(4)
581(8)
6207(4)
38(2)
1

C22
5332(4)
(121(8)
6179(4)
39(2)
1

C23
4682(4)
1059(8)
6122(4)
40(2)
1

C24
3871(4)
363(9)
6081(4)
43(2)
1

C25
3237(4)
1556(10)
6078(5)
53(2)
1

N1
8804(3)
2079(6)
4672(3)
30(1)
1

N2
8964(3)
282(8)
5577(3)
35(1)
1

Br1
9580(1)
5312(1)
6467(1)
43(1)
1

O1W
9085(6)
2444(12)
7291(6)
47(3)
0.50



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



C1(N2
1.329(9)

C1(N1
1.353(8)

C1(H1
0.9500

C2(N1
1.388(8)

C2(C3
1.405(9)

C2(C7
1.405(9)

C3(C4
1.376(10)

C3(N2
1.408(8)

C4(C5
1.383(10)

C4(H4
0.9500

C5(C6
1.388(11)

C5(H5
0.9500

C6(C7
1.386(11)

C6(H6
0.9500

C7(H7
0.9500

C8(N1
1.452(8)

C8(C9
1.531(8)

C8(H8A
0.9900

C8(H8B
0.9900

C9(C10
1.524(8)

C9(H9A
0.9900

C9(H9B
0.9900

C10(C11
1.535(8)

C10(H10A
0.9900

C10(H10B
0.9900

C11(C12
1.523(8)

C11(H11A
0.9900

C11(H11B
0.9900

C12(C13
1.533(8)

C12(H12A
0.9900

C12(H12B
0.9900

C13(C14
1.527(8)

C13(H13A
0.9900

C13(H13B
0.9900

C14(C15
1.526(8)

C14(H14A
0.9900

C14(H14B
0.9900

C15(C16
1.537(9)

C15(H15A
0.9900

C15(H15B
0.9900

C16(H16A
0.9800

C16(H16B
0.9800

C16(H16C
0.9800

C17(N2
1.487(8)

C17(C18
1.516(10)

C17(H17A
0.9900

C17(H17B
0.9900

C18(C19
1.529(10)

C18(H18A
0.9900

C18(H18B
0.9900

C19(C20
1.541(9)

C19(H19A
0.9900

C19(H19B
0.9900

C20(C21
1.525(9)

C20(H20A
0.9900

C20(H20B
0.9900

C21(C22
1.533(9)

C21(H21A
0.9900

C21(H21B
0.9900

C22(C23
1.524(9)

C22(H22A
0.9900

C22(H22B
0.9900

C23(C24
1.530(9)

C23(H23A
0.9900

C23(H23B
0.9900

C24(C25
1.533(10)

C24(H24A
0.9900

C24(H24B
0.9900

C25(H25A
0.9800

C25(H25B
0.9800

C25(H25C
0.9800

O1W(H1WA
0.841(11)

O1W(H1WB
0.840(10)

N2(C1(N1
110.8(6)

N2(C1(H1
124.6

N1(C1(H1
124.6

N1(C2(C3
108.7(6)

N1(C2(C7
131.6(7)

C3(C2(C7
119.7(7)

C4(C3(C2
124.0(7)

C4(C3(N2
131.2(7)

C2(C3(N2
104.8(6)

C3(C4(C5
114.9(7)

C3(C4(H4
122.6

C5(C4(H4
122.6

C4(C5(C6
123.1(8)

C4(C5(H5
118.4

C6(C5(H5
118.4

C7(C6(C5
121.7(7)

C7(C6(H6
119.2

C5(C6(H6
119.2

C6(C7(C2
116.6(7)

C6(C7(H7
121.7

C2(C7(H7
121.7

N1(C8(C9
111.3(5)

N1(C8(H8A
109.4

C9(C8(H8A
109.4

N1(C8(H8B
109.4

C9(C8(H8B
109.4

H8A(C8(H8B
108.0

C10(C9(C8
112.7(5)

C10(C9(H9A
109.0

C8(C9(H9A
109.0

C10(C9(H9B
109.0

C8(C9(H9B
109.0

H9A(C9(H9B
107.8

C9(C10(C11
113.1(5)

C9(C10(H10A
109.0

C11(C10(H10A
109.0

C9(C10(H10B
109.0

C11(C10(H10B
109.0

H10A(C10(H10B
107.8

C12(C11(C10
112.3(5)

C12(C11(H11A
109.1

C10(C11(H11A
109.1

C12(C11(H11B
109.1

C10(C11(H11B
109.1

H11A(C11(H11B
107.9

C11(C12(C13
113.7(5)

C11(C12(H12A
108.8

C13(C12(H12A
108.8

C11(C12(H12B
108.8

C13(C12(H12B
108.8

H12A(C12(H12B
107.7

C14(C13(C12
113.2(5)

C14(C13(H13A
108.9

C12(C13(H13A
108.9

C14(C13(H13B
108.9

C12(C13(H13B
108.9

H13A(C13(H13B
107.7

C15(C14(C13
113.7(5)

C15(C14(H14A
108.8

C13(C14(H14A
108.8

C15(C14(H14B
108.8

C13(C14(H14B
108.8

H14A(C14(H14B
107.7

C14(C15(C16
112.1(5)

C14(C15(H15A
109.2

C16(C15(H15A
109.2

C14(C15(H15B
109.2

C16(C15(H15B
109.2

H15A(C15(H15B
107.9

C15(C16(H16A
109.5

C15(C16(H16B
109.5

H16A(C16(H16B
109.5

C15(C16(H16C
109.5

H16A(C16(H16C
109.5

H16B(C16(H16C
109.5

N2(C17(C18
111.7(5)

N2(C17(H17A
109.3

C18(C17(H17A
109.3

N2(C17(H17B
109.3

C18(C17(H17B
109.3

H17A(C17(H17B
107.9

C17(C18(C19
113.1(7)

C17(C18(H18A
109.0

C19(C18(H18A
109.0

C17(C18(H18B
109.0

C19(C18(H18B
109.0

H18A(C18(H18B
107.8

C18(C19(C20
112.6(6)

C18(C19(H19A
109.1

C20(C19(H19A
109.1

C18(C19(H19B
109.1

C20(C19(H19B
109.1

H19A(C19(H19B
107.8

C21(C20(C19
113.5(6)

C21(C20(H20A
108.9

C19(C20(H20A
108.9

C21(C20(H20B
108.9

C19(C20(H20B
108.9

H20A(C20(H20B
107.7

C20(C21(C22
112.6(6)

C20(C21(H21A
109.1

C22(C21(H21A
109.1

C20(C21(H21B
109.1

C22(C21(H21B
109.1

H21A(C21(H21B
107.8

C23(C22(C21
112.7(6)

C23(C22(H22A
109.1

C21(C22(H22A
109.1

C23(C22(H22B
109.1

C21(C22(H22B
109.1

H22A(C22(H22B
107.8

C22(C23(C24
112.9(6)

C22(C23(H23A
109.0

C24(C23(H23A
109.0

C22(C23(H23B
109.0

C24(C23(H23B
109.0

H23A(C23(H23B
107.8

C23(C24(C25
112.6(6)

C23(C24(H24A
109.1

C25(C24(H24A
109.1

C23(C24(H24B
109.1

C25(C24(H24B
109.1

H24A(C24(H24B
107.8

C24(C25(H25A
109.5

C24(C25(H25B
109.5

H25A(C25(H25B
109.5

C24(C25(H25C
109.5

H25A(C25(H25C
109.5

H25B(C25(H25C
109.5

C1(N1(C2
106.8(6)

C1(N1(C8
126.3(6)

C2(N1(C8
126.9(5)

C1(N2(C3
109.0(6)

C1(N2(C17
125.5(6)

C3(N2(C17
125.5(7)

H1WA(O1W(H1WB
106.9(18)



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
18(3) 
53(6)
31(4) 
(5(3)
8(3) 
(1(3)

C2
11(3) 
40(5)
41(4) 
0(3)
6(3) 
(1(3)

C3
14(3) 
45(5)
41(4) 
(1(4)
6(3) 
(2(3)

C4
20(3) 
35(5)
58(5) 
5(4)
9(3) 
6(3)

C5
24(4) 
63(6)
70(6) 
(10(5)
21(4) 
3(4)

C6
25(4) 
82(7)
45(4) 
(25(5)
13(3) 
(1(4)

C7
26(4) 
75(6)
25(3) 
(6(4)
8(3) 
2(4)

C8
24(4) 
44(5)
44(4) 
0(3)
12(3) 
1(3)

C9
22(3) 
44(5)
40(4) 
7(3)
11(3) 
2(3)

C10
24(4) 
60(5)
34(4) 
5(4)
7(3) 
4(3)

C11
27(4) 
49(5)
39(4) 
1(3)
13(3) 
8(3)

C12
24(4) 
62(6)
40(4) 
1(4)
10(3) 
4(4)

C13
33(4) 
49(5)
39(4) 
5(4)
11(3) 
4(4)

C14
26(4) 
59(5)
39(4) 
1(4)
10(3) 
3(4)

C15
27(4) 
58(6)
44(4) 
1(4)
8(3) 
6(3)

C16
24(4) 
72(6)
46(4) 
4(4)
7(3) 
8(4)

C17
31(4) 
85(7)
43(4) 
26(4)
19(3) 
29(4)

C18
34(4) 
70(6)
66(5) 
31(5)
30(4) 
19(4)

C19
33(4) 
58(6)
43(4) 
12(4)
18(3) 
3(4)

C20
37(4) 
52(5)
45(4) 
11(4)
20(3) 
1(4)

C21
30(4) 
46(5)
42(4) 
2(3)
18(3) 
4(3)

C22
32(4) 
46(5)
41(4) 
2(3)
13(3) 
3(3)

C23
24(4) 
52(5)
47(4) 
1(4)
17(3) 
(1(3)

C24
30(4) 
56(5)
42(4) 
(4(4)
12(3) 
(3(4)

C25
26(4) 
71(6)
64(5) 
4(4)
19(4) 
(1(4)

N1
12(3) 
39(4)
34(3) 
(6(3)
4(2) 
1(2)

N2
18(3) 
55(4)
31(3) 
5(3)
7(2) 
0(3)

Br1
44(1) 
48(1)
38(1) 
1(1)
16(1) 
7(1)

O1W
32(5) 
64(8)
46(6) 
(21(6)
14(5) 
(4(5)



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

Atom 
x
y
z
Ueq
S.o.f.
H1
8856
2484
5826
41
1

H4
9158
(2703
5115
47
1

H5
9153
(3238
3818
61
1

H6
8993
(1382
2866
61
1

H7
8785
1146
3137
50
1

H8A
9102
3689
4028
45
1

H8B
8839
4343
4741
45
1

H9A
7823
4775
3422
42
1

H9B
7701
2989
3312
42
1

H10A
7352
4701
4520
48
1

H10B
7240
2913
4421
48
1

H11A
6322
4994
3192
46
1

H11B
6179
3209
3164
46
1

H12A
5897
5168
4321
51
1

H12B
5749
3386
4286
51
1

H13A
4835
5416
3030
49
1

H13B
4677
3638
3020
49
1

H14A
4268
3893
4155
50
1

H14B
4427
5669
4167
50
1

H15A
3188
4124
2893
53
1

H15B
3354
5899
2889
53
1

H16A
2806
4436
4047
73
1

H16B
2237
5445
3315
73
1

H16C
2964
6212
4034
73
1

H17A
9246
258
6796
62
1

H17B
9454
(1297
6453
62
1

H18A
8337
(1736
6824
64
1

H18B
8027
(1815
5861
64
1

H19A
7491
661
5773
52
1

H19B
7821
778
6736
52
1

H20A
6585
(1325
5832
52
1

H20B
6904
(1165
6792
52
1

H21A
6045
1177
5711
46
1

H21B
6337
1280
6672
46
1

H22A
5128
(802
5707
47
1

H22B
5429
(735
6670
47
1

H23A
4591
1682
5635
48
1

H23B
4883
1731
6597
48
1

H24A
3967
(311
6551
51
1

H24B
3652
(257
5587
51
1

H25A
3450
2173
6566
80
1

H25B
2734
1055
6063
80
1

H25C
3122
2201
5601
80
1

H1WA
9540(40)
2850(120)
7370(90)
71
0.50

H1WB
8750(60)
3150(90)
7250(100)
71
0.50
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