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Table 1. Crystal data and structure refinement details.

	


Identification code 
07skc0026p21c    

Empirical formula 
C11H14N2O9
Formula weight 
318.24

Temperature 
120(2) K

Wavelength 
0.71073 Å

Crystal system 
Monoclinic

Space group 
P21/c 

Unit cell dimensions
a = 31.3779(13) Å
( = 90°


b = 12.3307(6) Å
( = 92.968(2)°


c = 7.1600(3) Å
(  = 90°

Volume
2766.6(2) Å3
Z
8

Density (calculated)
1.528 Mg / m3
Absorption coefficient
0.135 mm(1
F(000)
1328

Crystal
block; colourless

Crystal size
0.12 ( 0.04 ( 0.02 mm3
( range for data collection
3.08 ( 25.00°

Index ranges
(37 ( h ( 37, (14 ( k ( 14, (8 ( l ( 8

Reflections collected
17424

Independent reflections
4829 [Rint = 0.0788]

Completeness to ( = 25.00°
98.8 % 

Absorption correction
Semi(empirical from equivalents

Max. and min. transmission
0.9973 and 0.9840

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
4829 / 0 / 405

Goodness-of-fit on F2
1.058

Final R indices [F2 > 2((F2)]
R1 = 0.0990, wR2 = 0.1681

R indices (all data)
R1 = 0.1648, wR2 = 0.2044

Largest diff. peak and hole
0.355 and (0.360 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
3728(2)
1485(5)
(507(8)
22(1)
1

C2
3365(2)
987(5)
388(8)
22(1)
1

C3
3035(2)
1472(5)
1164(8)
21(1)
1

C4
2927(2)
2638(5)
1381(8)
20(1)
1

O1A
3990(1)
807(3)
(1142(6)
28(1)
1

O1B
3774(1)
2505(3)
(630(6)
26(1)
1

O4A
3169(1)
3397(3)
781(6)
24(1)
1

O4B
2595(1)
2862(3)
2171(5)
24(1)
1

C22
5211(2)
7718(4)
2592(8)
20(1)
1

C24
4773(2)
6282(5)
3165(9)
26(1)
1

C25
5191(2)
5866(5)
2378(9)
27(1)
1

N21
5442(2)
6852(4)
2286(7)
26(1)
1

N23
4820(2)
7452(4)
3055(7)
28(1)
1

O22
5333(1)
8711(3)
2446(6)
27(1)
1

C31
1986(2)
4920(5)
3574(8)
23(1)
1

C32
1850(2)
6074(5)
3783(8)
23(1)
1

C33
1503(2)
6446(5)
4560(8)
25(1)
1

C34
1146(2)
5911(5)
5478(8)
23(1)
1

O31A
1786(1)
4129(3)
4065(6)
25(1)
1

O31B
2350(1)
4849(3)
2747(6)
26(1)
1

O34A
1121(1)
4837(3)
5535(6)
27(1)
1

O34B
872(1)
6459(3)
6182(6)
30(1)
1

C42
164(2)
4877(5)
12180(7)
20(1)
1

C44
179(2)
6740(5)
12355(8)
24(1)
1

C45
(246(2)
6319(5)
13103(8)
24(1)
1

N41
(221(2)
5154(4)
12713(7)
27(1)
1

N43
412(1)
5741(4)
12036(7)
21(1)
1

O42
268(1)
3892(3)
11872(6)
25(1)
1

C51
2053(2)
5167(5)
8440(8)
21(1)
1

C52
1949(2)
4004(5)
8719(8)
24(1)
1

C53
1614(2)
3541(5)
9464(8)
23(1)
1

C54
1229(2)
4036(5)
10250(8)
23(1)
1

O51A
2383(1)
5396(3)
7677(6)
26(1)
1

O51B
1797(1)
5938(3)
8969(6)
22(1)
1

O54A
1183(1)
5054(3)
10335(6)
24(1)
1

O54B
961(1)
3365(3)
10819(6)
29(1)
1

C61
3855(2)
8448(5)
4555(8)
23(1)
1

C62
3477(2)
8988(5)
5325(8)
25(1)
1

C63
3124(2)
8603(5)
6023(8)
23(1)
1

C64
2997(2)
7453(5)
6309(8)
22(1)
1

O61A
3885(1)
7382(3)
4493(7)
34(1)
1

O61B
4139(1)
9014(4)
3985(6)
37(1)
1

O64A
3210(1)
6662(3)
5869(6)
30(1)
1

O64B
2628(1)
7368(3)
7053(6)
26(1)
1

	


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

	


C1(O1B
1.270(7)

C1(O1A
1.273(7)

C1(C2
1.471(8)

C2(C3
1.340(8)

C2(H2
0.9500

C3(C4
1.487(8)

C3(H3
0.9500

C4(O4B
1.243(6)

C4(O4A
1.292(6)

O1A(H1
0.8400

O4A(H4
0.8400

C22(O22
1.288(7)

C22(N21
1.316(7)

C22(N23
1.328(7)

C24(N23
1.453(7)

C24(C25
1.541(8)

C24(H24A
0.9900

C24(H24B
0.9900

C25(N21
1.453(7)

C25(H25A
0.9900

C25(H25B
0.9900

N21(H21
0.8800

N23(H23
0.8800

C31(O31A
1.221(7)

C31(O31B
1.316(7)

C31(C32
1.495(8)

C32(C33
1.331(8)

C32(H32
0.9500

C33(C34
1.482(8)

C33(H33
0.9500

C34(O34B
1.222(7)

C34(O34A
1.327(7)

O31B(H31
0.8400

O34A(H34
0.8400

C42(O42
1.279(7)

C42(N43
1.326(7)

C42(N41
1.329(7)

C44(N43
1.456(7)

C44(C45
1.552(7)

C44(H44A
0.9900

C44(H44B
0.9900

C45(N41
1.466(7)

C45(H45A
0.9900

C45(H45B
0.9900

N41(H41
0.8800

N43(H43
0.8800

C51(O51A
1.228(6)

C51(O51B
1.314(6)

C51(C52
1.487(8)

C52(C53
1.332(8)

C52(H52
0.9500

C53(C54
1.489(8)

C53(H53
0.9500

C54(O54B
1.262(7)

C54(O54A
1.265(7)

O51B(H51
0.8400

O54B(H54
0.8400

C61(O61B
1.218(7)

C61(O61A
1.320(7)

C61(C62
1.490(8)

C62(C63
1.327(8)

C62(H62
0.9500

C63(C64
1.490(8)

C63(H63
0.9500

C64(O64A
1.233(7)

C64(O64B
1.303(6)

O61A(H61
0.8400

O64B(H64
0.8400

O1B(C1(O1A
123.2(5)

O1B(C1(C2
122.5(5)

O1A(C1(C2
114.3(5)

C3(C2(C1
128.8(5)

C3(C2(H2
115.6

C1(C2(H2
115.6

C2(C3(C4
131.3(5)

C2(C3(H3
114.3

C4(C3(H3
114.3

O4B(C4(O4A
120.7(5)

O4B(C4(C3
117.7(5)

O4A(C4(C3
121.6(5)

C1(O1A(H1
109.5

C4(O4A(H4
109.5

O22(C22(N21
126.1(5)

O22(C22(N23
122.4(5)

N21(C22(N23
111.5(5)

N23(C24(C25
102.7(4)

N23(C24(H24A
111.2

C25(C24(H24A
111.2

N23(C24(H24B
111.2

C25(C24(H24B
111.2

H24A(C24(H24B
109.1

N21(C25(C24
102.3(5)

N21(C25(H25A
111.3

C24(C25(H25A
111.3

N21(C25(H25B
111.3

C24(C25(H25B
111.3

H25A(C25(H25B
109.2

C22(N21(C25
111.4(5)

C22(N21(H21
124.3

C25(N21(H21
124.3

C22(N23(C24
110.9(5)

C22(N23(H23
124.6

C24(N23(H23
124.6

O31A(C31(O31B
123.2(5)

O31A(C31(C32
125.3(5)

O31B(C31(C32
111.5(5)

C33(C32(C31
127.9(5)

C33(C32(H32
116.0

C31(C32(H32
116.0

C32(C33(C34
133.3(6)

C32(C33(H33
113.4

C34(C33(H33
113.4

O34B(C34(O34A
119.7(5)

O34B(C34(C33
120.0(5)

O34A(C34(C33
120.3(5)

C31(O31B(H31
109.5

C34(O34A(H34
109.5

O42(C42(N43
126.5(5)

O42(C42(N41
122.4(5)

N43(C42(N41
111.2(5)

N43(C44(C45
102.6(4)

N43(C44(H44A
111.2

C45(C44(H44A
111.2

N43(C44(H44B
111.2

C45(C44(H44B
111.2

H44A(C44(H44B
109.2

N41(C45(C44
101.9(4)

N41(C45(H45A
111.4

C44(C45(H45A
111.4

N41(C45(H45B
111.4

C44(C45(H45B
111.4

H45A(C45(H45B
109.3

C42(N41(C45
111.4(5)

C42(N41(H41
124.3

C45(N41(H41
124.3

C42(N43(C44
111.5(5)

C42(N43(H43
124.3

C44(N43(H43
124.3

O51A(C51(O51B
120.3(5)

O51A(C51(C52
118.5(5)

O51B(C51(C52
121.1(5)

C53(C52(C51
130.5(5)

C53(C52(H52
114.7

C51(C52(H52
114.7

C52(C53(C54
130.5(5)

C52(C53(H53
114.8

C54(C53(H53
114.8

O54B(C54(O54A
123.7(5)

O54B(C54(C53
114.9(5)

O54A(C54(C53
121.4(5)

C51(O51B(H51
109.5

C54(O54B(H54
109.5

O61B(C61(O61A
120.3(5)

O61B(C61(C62
118.6(5)

O61A(C61(C62
121.1(5)

C63(C62(C61
132.5(6)

C63(C62(H62
113.7

C61(C62(H62
113.7

C62(C63(C64
128.8(5)

C62(C63(H63
115.6

C64(C63(H63
115.6

O64A(C64(O64B
123.1(5)

O64A(C64(C63
124.4(5)

O64B(C64(C63
112.5(5)

C61(O61A(H61
109.5

C64(O64B(H64
109.5

	


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
21(3) 
17(3)
28(3) 
0(2)
2(2) 
1(3)

C2
21(3) 
16(3)
29(3) 
3(2)
3(3) 
(1(2)

C3
19(3) 
19(3)
27(3) 
1(2)
4(2) 
(4(3)

C4
17(3) 
19(3)
24(3) 
(3(2)
(2(2) 
(2(3)

O1A
21(2) 
21(2)
42(3) 
0(2)
10(2) 
2(2)

O1B
21(2) 
24(2)
35(2) 
4(2)
8(2) 
3(2)

O4A
22(2) 
17(2)
35(2) 
2(2)
11(2) 
(4(2)

O4B
25(2) 
20(2)
29(2) 
1(2)
8(2) 
2(2)

C22
16(3) 
19(3)
27(3) 
2(2)
3(2) 
(1(2)

C24
16(3) 
26(3)
36(4) 
(1(3)
3(3) 
(8(3)

C25
26(3) 
22(3)
33(4) 
(4(3)
5(3) 
(9(3)

N21
20(3) 
17(3)
42(3) 
0(2)
10(2) 
1(2)

N23
23(3) 
22(3)
40(3) 
(2(2)
14(2) 
0(2)

O22
25(2) 
18(2)
38(3) 
0(2)
10(2) 
1(2)

C31
25(3) 
24(3)
20(3) 
1(3)
1(2) 
0(3)

C32
20(3) 
20(3)
30(3) 
6(3)
5(3) 
(2(3)

C33
23(3) 
15(3)
37(4) 
0(3)
1(3) 
1(3)

C34
17(3) 
23(3)
29(3) 
(1(3)
2(3) 
0(3)

O31A
25(2) 
16(2)
36(2) 
(2(2)
12(2) 
(2(2)

O31B
18(2) 
24(2)
39(3) 
(1(2)
13(2) 
3(2)

O34A
22(2) 
21(2)
39(3) 
1(2)
12(2) 
0(2)

O34B
21(2) 
27(2)
42(3) 
(2(2)
11(2) 
4(2)

C42
20(3) 
24(3)
16(3) 
5(2)
(3(2) 
(2(3)

C44
21(3) 
23(3)
29(3) 
2(3)
7(3) 
3(3)

C45
24(3) 
25(3)
23(3) 
(4(3)
4(3) 
1(3)

N41
18(3) 
27(3)
37(3) 
0(2)
10(2) 
(4(2)

N43
15(2) 
16(3)
34(3) 
2(2)
8(2) 
2(2)

O42
23(2) 
16(2)
36(2) 
(2(2)
9(2) 
(1(2)

C51
17(3) 
27(3)
18(3) 
0(3)
1(2) 
4(3)

C52
27(3) 
16(3)
31(3) 
0(3)
12(3) 
7(3)

C53
30(3) 
12(3)
28(3) 
0(2)
6(3) 
6(3)

C54
20(3) 
23(3)
25(3) 
(1(3)
(1(2) 
(2(3)

O51A
19(2) 
28(2)
32(2) 
0(2)
7(2) 
2(2)

O51B
20(2) 
14(2)
33(2) 
(2(2)
9(2) 
1(2)

O54A
22(2) 
18(2)
34(2) 
0(2)
8(2) 
3(2)

O54B
20(2) 
20(2)
49(3) 
3(2)
11(2) 
1(2)

C61
19(3) 
25(3)
26(3) 
2(3)
(5(3) 
2(3)

C62
21(3) 
21(3)
34(4) 
0(3)
7(3) 
4(3)

C63
28(3) 
17(3)
23(3) 
(7(2)
5(3) 
9(3)

C64
13(3) 
29(3)
24(3) 
3(3)
4(2) 
(1(3)

O61A
25(2) 
26(2)
54(3) 
(3(2)
15(2) 
3(2)

O61B
30(2) 
30(3)
53(3) 
(1(2)
17(2) 
(8(2)

O64A
24(2) 
22(2)
44(3) 
(4(2)
12(2) 
1(2)

O64B
21(2) 
18(2)
40(2) 
(2(2)
9(2) 
1(2)

	


Table 5. Hydrogen bonds [Å and °].

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

 O4A(H4...O1B
0.84
1.62
2.456(5)
176.2

 N23(H23...O61B
0.88
2.10
2.977(6)
175.8

 N23(H23...O61A
0.88
2.59
3.162(6)
123.6

 O31B(H31...O4B
0.84
1.80
2.607(5)
160.0

 O34A(H34...O31A
0.84
1.70
2.540(5)
175.1

 N43(H43...O54A
0.88
2.09
2.892(6)
151.3

 O51B(H51...O54A
0.84
1.62
2.457(5)
174.0

 O54B(H54...O42
0.84
1.63
2.429(5)
158.6

 O61A(H61...O64A
0.84
1.72
2.541(6)
166.0

 O64B(H64...O51A
0.84
1.76
2.596(6)
171.4

 O1A(H1...O22i
0.84
1.64
2.438(5)
156.6

 N21(H21...O1Bi
0.88
2.09
2.896(6)
151.3

 N41(H41...O34Bii
0.88
2.13
2.987(6)
164.5

 N41(H41...O34Aii
0.88
2.58
3.150(6)
123.5 
	


Symmetry transformations used to generate equivalent atoms: 

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