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Table 1. Crystal data and structure refinement details.

	


Identification code 
04skc0008p(1    

Empirical formula 
C19H42BrN2O13
Formula weight 
586.46

Temperature 
120(2) K

Wavelength 
0.71073 Å

Crystal system 
Triclinic

Space group 
P(1 

Unit cell dimensions
a = 7.8263(15) Å
( = 101.635(10)°


b = 9.6552(19) Å
( = 94.082(11)°


c = 17.8962(16) Å
(  = 92.688(11)°

Volume
1318.6(4) Å3
Z
2

Density (calculated)
1.477 Mg / m3
Absorption coefficient
1.624 mm(1
F(000)
618

Crystal
block; colourless

Crystal size
0.10 ( 0.10 ( 0.08 mm3
( range for data collection
3.28 ( 27.48°

Index ranges
(10 ( h ( 10, (12 ( k ( 12, (23 ( l ( 22

Reflections collected
28236

Independent reflections
6035 [Rint = 0.0616]

Completeness to ( = 27.48°
99.8 % 

Absorption correction
Semi(empirical from equivalents

Max. and min. transmission
0.8811 and 0.8545

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
6035 / 3 / 337

Goodness-of-fit on F2
1.038

Final R indices [F2 > 2((F2)]
R1 = 0.0456, wR2 = 0.1026

R indices (all data)
R1 = 0.0672, wR2 = 0.1123

Largest diff. peak and hole
1.343 and (0.518 e Å(3
	


Diffractometer: Nonius KappaCCD area detector (( scans and ( scans to fill asymmetric unit ). 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: Sheldrick, G. M. SADABS - Bruker Nonius area detector scaling and absorption correction - V2.10 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: 

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
3406(3)
11224(3)
7252(2)
18(1)
1

C2
1557(3)
11141(3)
6913(1)
16(1)
1

C3
559(3)
9940(3)
7165(2)
17(1)
1

C4
(1337(3)
9895(3)
6917(1)
17(1)
1

O1A
3549(2)
11697(2)
7975(1)
25(1)
1

O1B
4578(2)
10851(2)
6843(1)
21(1)
1

O2
1420(2)
10859(2)
6106(1)
19(1)
1

O3
1282(2)
8656(2)
6879(1)
23(1)
1

O4A
(2120(3)
8856(2)
6540(1)
27(1)
1

O4B
(2019(2)
11101(2)
7176(1)
23(1)
1

C22A
4002(4)
4049(3)
2784(2)
28(1)
1

C22B
2885(4)
3187(3)
1415(2)
28(1)
1

C22C
5295(4)
2074(3)
1998(2)
26(1)
1

C22D
5666(4)
4481(3)
1704(2)
27(1)
1

C23A
3172(5)
5446(4)
2881(2)
41(1)
1

C23B
1499(4)
2165(4)
1581(2)
43(1)
1

C23C
5977(5)
1383(3)
1250(2)
37(1)
1

C23D
7389(4)
4801(4)
2164(2)
37(1)
1

N21
4459(3)
3444(2)
1977(1)
20(1)
1

C31
11522(4)
2523(3)
(633(2)
24(1)
1

C32
9686(4)
2654(3)
(941(2)
25(1)
1

C33
8477(4)
2460(3)
(342(2)
24(1)
1

C34
6649(4)
2483(3)
(681(2)
23(1)
1

O31A
12518(2)
3665(2)
(596(1)
25(1)
1

O31B
11964(3)
1460(2)
(438(1)
31(1)
1

O32
9394(3)
3940(2)
(1191(1)
29(1)
1

O33
8829(2)
3548(2)
318(1)
20(1)
1

O34A
5734(2)
3361(2)
(351(1)
26(1)
1

O34B
6238(3)
1524(2)
(1282(1)
30(1)
1

N41
6459(3)
11294(2)
4630(1)
17(1)
1

C42
4889(4)
10737(3)
4929(2)
23(1)
1

C43
7968(4)
11585(4)
5198(2)
31(1)
1

C44
6043(4)
12594(3)
4343(2)
28(1)
1

Br1
7607(1)
6220(1)
4374(1)
25(1)
1

O1W
453(3)
3821(2)
3864(1)
32(1)
1

	


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

	


C1(O1B
1.236(3)

C1(O1A
1.276(3)

C1(C2
1.522(4)

C2(O2
1.410(3)

C2(C3
1.528(4)

C2(H2
1.0000

C3(O3
1.404(3)

C3(C4
1.514(4)

C3(H3
1.0000

C4(O4A
1.203(3)

C4(O4B
1.316(3)

O1A(H1
0.8400

O2(H2O
0.8400

O3(H3O
0.8400

O4B(H4B
0.8400

C22A(C23A
1.509(4)

C22A(N21
1.519(4)

C22A(H22A
0.9900

C22A(H22B
0.9900

C22B(N21
1.512(4)

C22B(C23B
1.517(5)

C22B(H22C
0.9900

C22B(H22D
0.9900

C22C(N21
1.509(3)

C22C(C23C
1.515(4)

C22C(H22E
0.9900

C22C(H22F
0.9900

C22D(C23D
1.514(5)

C22D(N21
1.519(4)

C22D(H22G
0.9900

C22D(H22H
0.9900

C23A(H23A
0.9800

C23A(H23B
0.9800

C23A(H23C
0.9800

C23B(H23D
0.9800

C23B(H23E
0.9800

C23B(H23F
0.9800

C23C(H23G
0.9800

C23C(H23H
0.9800

C23C(H23I
0.9800

C23D(H23J
0.9800

C23D(H23K
0.9800

C23D(H23L
0.9800

C31(O31B
1.207(4)

C31(O31A
1.308(4)

C31(C32
1.522(4)

C32(O32
1.425(4)

C32(C33
1.513(4)

C32(H32
1.0000

C33(O33
1.413(3)

C33(C34
1.516(4)

C33(H33
1.0000

C34(O34A
1.223(3)

C34(O34B
1.280(3)

O31A(H31A
0.8400

O32(H32O
0.8400

O33(H33O
0.8400

N41(C43
1.479(4)

N41(C44
1.490(3)

N41(C42
1.495(3)

N41(H41
0.9300

C42(C42i
1.511(5)

C42(H42A
0.9900

C42(H42B
0.9900

C43(H43A
0.9800

C43(H43B
0.9800

C43(H43C
0.9800

C44(H44A
0.9800

C44(H44B
0.9800

C44(H44C
0.9800

O1W(H1W
0.835(18)

O1W(H2W
0.831(18)

O1B(C1(O1A
126.8(2)

O1B(C1(C2
120.9(2)

O1A(C1(C2
112.3(2)

O2(C2(C1
112.6(2)

O2(C2(C3
107.8(2)

C1(C2(C3
108.7(2)

O2(C2(H2
109.2

C1(C2(H2
109.2

C3(C2(H2
109.2

O3(C3(C4
112.0(2)

O3(C3(C2
108.9(2)

C4(C3(C2
111.6(2)

O3(C3(H3
108.1

C4(C3(H3
108.1

C2(C3(H3
108.1

O4A(C4(O4B
124.6(2)

O4A(C4(C3
123.1(2)

O4B(C4(C3
112.3(2)

C1(O1A(H1
109.5

C2(O2(H2O
109.5

C3(O3(H3O
109.5

C4(O4B(H4B
109.5

C23A(C22A(N21
115.0(2)

C23A(C22A(H22A
108.5

N21(C22A(H22A
108.5

C23A(C22A(H22B
108.5

N21(C22A(H22B
108.5

H22A(C22A(H22B
107.5

N21(C22B(C23B
115.2(2)

N21(C22B(H22C
108.5

C23B(C22B(H22C
108.5

N21(C22B(H22D
108.5

C23B(C22B(H22D
108.5

H22C(C22B(H22D
107.5

N21(C22C(C23C
114.4(2)

N21(C22C(H22E
108.7

C23C(C22C(H22E
108.7

N21(C22C(H22F
108.7

C23C(C22C(H22F
108.7

H22E(C22C(H22F
107.6

C23D(C22D(N21
114.7(2)

C23D(C22D(H22G
108.6

N21(C22D(H22G
108.6

C23D(C22D(H22H
108.6

N21(C22D(H22H
108.6

H22G(C22D(H22H
107.6

C22A(C23A(H23A
109.5

C22A(C23A(H23B
109.5

H23A(C23A(H23B
109.5

C22A(C23A(H23C
109.5

H23A(C23A(H23C
109.5

H23B(C23A(H23C
109.5

C22B(C23B(H23D
109.5

C22B(C23B(H23E
109.5

H23D(C23B(H23E
109.5

C22B(C23B(H23F
109.5

H23D(C23B(H23F
109.5

H23E(C23B(H23F
109.5

C22C(C23C(H23G
109.5

C22C(C23C(H23H
109.5

H23G(C23C(H23H
109.5

C22C(C23C(H23I
109.5

H23G(C23C(H23I
109.5

H23H(C23C(H23I
109.5

C22D(C23D(H23J
109.5

C22D(C23D(H23K
109.5

H23J(C23D(H23K
109.5

C22D(C23D(H23L
109.5

H23J(C23D(H23L
109.5

H23K(C23D(H23L
109.5

C22C(N21(C22B
110.5(2)

C22C(N21(C22A
107.2(2)

C22B(N21(C22A
111.3(2)

C22C(N21(C22D
110.8(2)

C22B(N21(C22D
106.4(2)

C22A(N21(C22D
110.6(2)

O31B(C31(O31A
125.0(3)

O31B(C31(C32
121.7(3)

O31A(C31(C32
113.4(3)

O32(C32(C33
110.1(2)

O32(C32(C31
114.8(2)

C33(C32(C31
109.4(2)

O32(C32(H32
107.4

C33(C32(H32
107.4

C31(C32(H32
107.4

O33(C33(C32
110.1(2)

O33(C33(C34
110.8(2)

C32(C33(C34
108.5(2)

O33(C33(H33
109.1

C32(C33(H33
109.1

C34(C33(H33
109.1

O34A(C34(O34B
127.6(3)

O34A(C34(C33
118.1(2)

O34B(C34(C33
114.3(2)

C31(O31A(H31A
109.5

C32(O32(H32O
109.5

C33(O33(H33O
109.5

C43(N41(C44
110.8(2)

C43(N41(C42
113.7(2)

C44(N41(C42
108.6(2)

C43(N41(H41
107.9

C44(N41(H41
107.9

C42(N41(H41
107.9

N41(C42(C42i
110.9(3)

N41(C42(H42A
109.5

C42i(C42(H42A
109.5

N41(C42(H42B
109.5

C42i(C42(H42B
109.5

H42A(C42(H42B
108.0

N41(C43(H43A
109.5

N41(C43(H43B
109.5

H43A(C43(H43B
109.5

N41(C43(H43C
109.5

H43A(C43(H43C
109.5

H43B(C43(H43C
109.5

N41(C44(H44A
109.5

N41(C44(H44B
109.5

H44A(C44(H44B
109.5

N41(C44(H44C
109.5

H44A(C44(H44C
109.5

H44B(C44(H44C
109.5

H1W(O1W(H2W
109(3)

	


Symmetry transformations used to generate equivalent atoms: 

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

	


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
19(1) 
14(1)
19(1) 
0(1)
0(1) 
2(1)

C2
15(1) 
18(1)
14(1) 
1(1)
(1(1) 
2(1)

C3
16(1) 
18(1)
17(1) 
1(1)
1(1) 
4(1)

C4
18(1) 
19(1)
16(1) 
5(1)
2(1) 
4(1)

O1A
16(1) 
38(1)
17(1) 
(5(1)
(3(1) 
3(1)

O1B
16(1) 
27(1)
18(1) 
1(1)
1(1) 
4(1)

O2
21(1) 
21(1)
14(1) 
3(1)
(2(1) 
1(1)

O3
19(1) 
15(1)
32(1) 
1(1)
(2(1) 
2(1)

O4A
21(1) 
21(1)
36(1) 
1(1)
(6(1) 
0(1)

O4B
14(1) 
24(1)
28(1) 
(4(1)
0(1) 
2(1)

C22A
36(2) 
29(2)
19(1) 
5(1)
7(1) 
2(1)

C22B
27(2) 
37(2)
23(2) 
12(1)
(4(1) 
4(1)

C22C
27(2) 
23(2)
31(2) 
11(1)
1(1) 
6(1)

C22D
35(2) 
25(2)
21(2) 
6(1)
8(1) 
(2(1)

C23A
56(2) 
33(2)
35(2) 
1(1)
20(2) 
12(2)

C23B
25(2) 
67(3)
38(2) 
24(2)
(8(2) 
(9(2)

C23C
45(2) 
23(2)
44(2) 
4(1)
10(2) 
9(1)

C23D
39(2) 
39(2)
29(2) 
0(1)
4(1) 
(18(2)

N21
23(1) 
20(1)
16(1) 
4(1)
1(1) 
2(1)

C31
19(2) 
32(2)
17(1) 
(6(1)
2(1) 
6(1)

C32
20(2) 
33(2)
20(1) 
(2(1)
0(1) 
3(1)

C33
22(2) 
26(2)
19(1) 
(3(1)
(2(1) 
2(1)

C34
19(2) 
30(2)
19(1) 
0(1)
(1(1) 
(1(1)

O31A
14(1) 
31(1)
29(1) 
(1(1)
0(1) 
6(1)

O31B
24(1) 
30(1)
36(1) 
(1(1)
5(1) 
2(1)

O32
27(1) 
31(1)
29(1) 
7(1)
(3(1) 
1(1)

O33
18(1) 
24(1)
14(1) 
(4(1)
0(1) 
2(1)

O34A
14(1) 
32(1)
28(1) 
(4(1)
0(1) 
4(1)

O34B
25(1) 
35(1)
25(1) 
(1(1)
(2(1) 
0(1)

N41
19(1) 
17(1)
14(1) 
0(1)
2(1) 
0(1)

C42
23(2) 
22(1)
24(2) 
6(1)
6(1) 
1(1)

C43
25(2) 
38(2)
26(2) 
5(1)
(6(1) 
(3(1)

C44
31(2) 
22(2)
34(2) 
11(1)
7(1) 
5(1)

Br1
29(1) 
20(1)
27(1) 
3(1)
5(1) 
4(1)

O1W
31(1) 
25(1)
35(1) 
(2(1)
0(1) 
8(1)

	


Table 5. Hydrogen bonds [Å and °].

 D(H···A
d(D(H)
d(H···A)
d(D···A)
((DHA)

 O3(H3O...O4A
0.84
2.24
2.713(3)
115.5

 O33(H33O...O34A
0.84
2.12
2.606(3)
116.9

 O1A(H1...O34Bii
0.84
1.62
2.440(3)
163.9

 O2(H2O...Br1i
0.84
2.35
3.1839(19)
175.3

 N41(H41...O2i
0.93
2.10
2.888(3)
141.5

 N41(H41...O1Bi
0.93
2.27
3.039(3)
139.3

 O3(H3O...O1Wiii
0.84
1.95
2.736(3)
155.7

 O4B(H4B...O1Biv
0.84
1.84
2.676(3)
176.4

 O1W(H1W...Br1iv
0.835(18)
2.501(19)
3.330(2)
172(4)

 O31A(H31A...O34Av
0.84
1.73
2.565(3)
171.7

 O32(H32O...O33vi
0.84
2.04
2.847(3)
161.9

 O33(H33O...O31Avi
0.84
2.20
2.898(3)
140.7

 O1W(H2W...Br1vii
0.831(18)
2.59(2)
3.410(2)
172(3) 
	


Symmetry transformations used to generate equivalent atoms: 

(i) (x+1,(y+2,(z+1    (ii) x,y+1,z+1    (iii) (x,(y+1,(z+1 

(iv)  x(1,y,z    (v) x+1,y,z    (vi) (x+2,(y+1,(z    (vii) (x+1,(y+1,(z+1  
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