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Table 1. Crystal data and structure refinement.

	


Identification code 
03src0649    

Empirical formula 
C25.50H26Cl2N2O4Zr

Formula weight 
586.60

Temperature 
120(2) K

Wavelength 
0.71073 Å

Crystal system 
Monoclinic

Space group 
C2/c 

Unit cell dimensions
a = 25.787(4) Å
( = 90°


b = 12.6876(15) Å
( = 106.758(12)°


c = 15.5818(17) Å
(  = 90°

Volume
4881.5(11) Å3
Z
8

Density (calculated)
1.596 Mg / m3
Absorption coefficient
0.705 mm(1
F(000)
2392

Crystal
Plate; Colourless

Crystal size
0.30 ( 0.26 ( 0.02 mm3
( range for data collection
2.94 ( 27.48°

Index ranges
(33 ( h ( 33, (16 ( k ( 16, (20 ( l ( 19

Reflections collected
35994

Independent reflections
5546 [Rint = 0.1107]

Completeness to ( = 27.48°
99.1 % 

Absorption correction
Semi(empirical from equivalents

Max. and min. transmission
0.9860 and 0.8162

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
5546 / 0 / 314

Goodness-of-fit on F2
0.992

Final R indices [F2 > 2((F2)]
R1 = 0.0540, wR2 = 0.1013

R indices (all data)
R1 = 0.1119, wR2 = 0.1189

Largest diff. peak and hole
0.439 and (0.770 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 a molecule of DCM lying on a symmetry site, thus resulting in the half number observed in the formula. 

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
2196(2)
4734(3)
1716(3)
40(1)
1

C2
2087(2)
5525(3)
956(2)
36(1)
1

C3
1366(2)
4456(3)
770(2)
32(1)
1

C4
832(2)
4076(3)
296(2)
32(1)
1

C5
601(2)
3206(3)
611(2)
31(1)
1

C6
90(2)
2831(3)
134(2)
36(1)
1

C7
(186(2)
3348(3)
(645(3)
41(1)
1

C8
33(2)
4205(3)
(969(3)
41(1)
1

C9
533(2)
4570(3)
(502(2)
38(1)
1

C10
(135(2)
1882(3)
488(3)
43(1)
1

C11
1334(2)
1151(3)
378(2)
35(1)
1

C12
1643(2)
561(3)
(173(2)
40(1)
1

C13
2219(2)
1523(3)
912(2)
32(1)
1

C14
2753(2)
1910(3)
1406(2)
30(1)
1

C15
2827(2)
2405(3)
2237(2)
29(1)
1

C16
3346(2)
2790(3)
2710(2)
32(1)
1

C17
3768(2)
2651(3)
2334(3)
38(1)
1

C18
3695(2)
2144(3)
1515(3)
41(1)
1

C19
3194(2)
1776(3)
1061(2)
36(1)
1

C20
3421(2)
3346(3)
3586(2)
38(1)
1

C21
1274(2)
2599(3)
3694(3)
42(1)
1

C22
1824(2)
2841(3)
3969(2)
43(1)
1

C23
1893(2)
3833(3)
3630(3)
45(1)
1

C24
1383(2)
4191(3)
3130(3)
46(1)
1

C25
1000(2)
3432(3)
3170(3)
46(1)
1

N1
1713(1)
4034(2)
1464(2)
31(1)
1

N11
1766(1)
1712(2)
1068(2)
29(1)
1

O1
1522(1)
5353(2)
455(2)
37(1)
1

O2
868(1)
2716(2)
1367(2)
33(1)
1

O11
2201(1)
898(2)
199(2)
39(1)
1

O12
2423(1)
2520(2)
2603(2)
29(1)
1

Cl1
1449(1)
667(1)
2597(1)
37(1)
1

Zr1
1600(1)
2581(1)
2289(1)
28(1)
1

C31
5000
5024(4)
2500
44(2)
1

Cl31
4837(1)
4235(1)
1527(1)
55(1)
1

	


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

	


C1(N1
1.488(5)

C1(C2
1.515(5)

C1(H1A
0.9900

C1(H1B
0.9900

C2(O1
1.458(4)

C2(H2A
0.9900

C2(H2B
0.9900

C3(N1
1.302(4)

C3(O1
1.346(4)

C3(C4
1.446(5)

C4(C9
1.407(5)

C4(C5
1.408(5)

C5(O2
1.335(4)

C5(C6
1.396(5)

C6(C7
1.382(5)

C6(C10
1.508(6)

C7(C8
1.386(5)

C7(H7
0.9500

C8(C9
1.364(5)

C8(H8
0.9500

C9(H9
0.9500

C10(H10A
0.9800

C10(H10B
0.9800

C10(H10C
0.9800

C11(N11
1.486(4)

C11(C12
1.524(5)

C11(H11A
0.9900

C11(H11B
0.9900

C12(O11
1.453(4)

C12(H12A
0.9900

C12(H12B
0.9900

C13(N11
1.282(5)

C13(O11
1.356(4)

C13(C14
1.457(5)

C14(C19
1.400(5)

C14(C15
1.402(5)

C15(O12
1.331(4)

C15(C16
1.413(5)

C16(C17
1.389(5)

C16(C20
1.498(5)

C17(C18
1.392(6)

C17(H17
0.9500

C18(C19
1.365(5)

C18(H18
0.9500

C19(H19
0.9500

C20(H20A
0.9800

C20(H20B
0.9800

C20(H20C
0.9800

C21(C22
1.392(6)

C21(C25
1.397(6)

C21(Zr1
2.562(4)

C21(H21
0.9500

C22(C23
1.395(6)

C22(Zr1
2.534(4)

C22(H22
0.9500

C23(C24
1.397(6)

C23(Zr1
2.560(4)

C23(H23
0.9500

C24(C25
1.393(6)

C24(Zr1
2.575(4)

C24(H24
0.9500

C25(Zr1
2.582(4)

C25(H25
0.9500

N1(Zr1
2.314(3)

N11(Zr1
2.343(3)

O2(Zr1
2.023(3)

O12(Zr1
2.039(3)

Cl1(Zr1
2.5267(10)

C31(Cl31
1.764(3)

C31(Cl31i
1.764(3)

C31(H31A
0.9900

C31(H31B
0.9900

N1(C1(C2
103.7(3)

N1(C1(H1A
111.0

C2(C1(H1A
111.0

N1(C1(H1B
111.0

C2(C1(H1B
111.0

H1A(C1(H1B
109.0

O1(C2(C1
104.5(3)

O1(C2(H2A
110.8

C1(C2(H2A
110.8

O1(C2(H2B
110.8

C1(C2(H2B
110.8

H2A(C2(H2B
108.9

N1(C3(O1
116.4(3)

N1(C3(C4
127.7(3)

O1(C3(C4
115.8(3)

C9(C4(C5
118.5(3)

C9(C4(C3
120.2(3)

C5(C4(C3
121.3(3)

O2(C5(C6
118.6(3)

O2(C5(C4
120.7(3)

C6(C5(C4
120.7(3)

C7(C6(C5
118.2(4)

C7(C6(C10
123.0(4)

C5(C6(C10
118.7(3)

C6(C7(C8
122.1(4)

C6(C7(H7
118.9

C8(C7(H7
118.9

C9(C8(C7
119.6(4)

C9(C8(H8
120.2

C7(C8(H8
120.2

C8(C9(C4
120.8(4)

C8(C9(H9
119.6

C4(C9(H9
119.6

C6(C10(H10A
109.5

C6(C10(H10B
109.5

H10A(C10(H10B
109.5

C6(C10(H10C
109.5

H10A(C10(H10C
109.5

H10B(C10(H10C
109.5

N11(C11(C12
103.8(3)

N11(C11(H11A
111.0

C12(C11(H11A
111.0

N11(C11(H11B
111.0

C12(C11(H11B
111.0

H11A(C11(H11B
109.0

O11(C12(C11
104.5(3)

O11(C12(H12A
110.9

C11(C12(H12A
110.9

O11(C12(H12B
110.9

C11(C12(H12B
110.9

H12A(C12(H12B
108.9

N11(C13(O11
116.6(3)

N11(C13(C14
127.8(3)

O11(C13(C14
115.6(3)

C19(C14(C15
119.9(3)

C19(C14(C13
120.4(3)

C15(C14(C13
119.7(3)

O12(C15(C14
121.9(3)

O12(C15(C16
118.6(3)

C14(C15(C16
119.5(4)

C17(C16(C15
118.4(4)

C17(C16(C20
122.1(3)

C15(C16(C20
119.5(4)

C16(C17(C18
122.0(4)

C16(C17(H17
119.0

C18(C17(H17
119.0

C19(C18(C17
119.4(4)

C19(C18(H18
120.3

C17(C18(H18
120.3

C18(C19(C14
120.8(4)

C18(C19(H19
119.6

C14(C19(H19
119.6

C16(C20(H20A
109.5

C16(C20(H20B
109.5

H20A(C20(H20B
109.5

C16(C20(H20C
109.5

H20A(C20(H20C
109.5

H20B(C20(H20C
109.5

C22(C21(C25
108.1(4)

C22(C21(Zr1
73.1(2)

C25(C21(Zr1
75.0(2)

C22(C21(H21
126.0

C25(C21(H21
126.0

Zr1(C21(H21
117.9

C21(C22(C23
108.2(4)

C21(C22(Zr1
75.2(2)

C23(C22(Zr1
75.1(2)

C21(C22(H22
125.9

C23(C22(H22
125.9

Zr1(C22(H22
115.9

C22(C23(C24
107.6(4)

C22(C23(Zr1
73.1(2)

C24(C23(Zr1
74.8(2)

C22(C23(H23
126.2

C24(C23(H23
126.2

Zr1(C23(H23
117.9

C25(C24(C23
108.4(4)

C25(C24(Zr1
74.6(2)

C23(C24(Zr1
73.6(2)

C25(C24(H24
125.8

C23(C24(H24
125.8

Zr1(C24(H24
117.9

C24(C25(C21
107.7(4)

C24(C25(Zr1
74.1(2)

C21(C25(Zr1
73.4(2)

C24(C25(H25
126.1

C21(C25(H25
126.1

Zr1(C25(H25
118.3

C3(N1(C1
107.2(3)

C3(N1(Zr1
128.5(2)

C1(N1(Zr1
124.0(2)

C13(N11(C11
107.9(3)

C13(N11(Zr1
129.1(2)

C11(N11(Zr1
122.6(2)

C3(O1(C2
106.7(3)

C5(O2(Zr1
143.5(2)

C13(O11(C12
107.0(3)

C15(O12(Zr1
142.3(2)

O2(Zr1(O12
150.20(10)

O2(Zr1(N1
77.24(10)

O12(Zr1(N1
82.75(10)

O2(Zr1(N11
79.35(10)

O12(Zr1(N11
75.83(10)

N1(Zr1(N11
80.92(9)

O2(Zr1(Cl1
93.04(7)

O12(Zr1(Cl1
97.20(6)

N1(Zr1(Cl1
157.27(7)

N11(Zr1(Cl1
77.07(7)

O2(Zr1(C22
127.61(12)

O12(Zr1(C22
81.13(12)

N1(Zr1(C22
116.22(12)

N11(Zr1(C22
149.27(12)

Cl1(Zr1(C22
86.05(10)

O2(Zr1(C23
121.48(12)

O12(Zr1(C23
77.63(12)

N1(Zr1(C23
84.48(12)

N11(Zr1(C23
151.05(12)

Cl1(Zr1(C23
117.83(10)

C22(Zr1(C23
31.79(13)

O2(Zr1(C21
97.88(13)

O12(Zr1(C21
111.78(12)

N1(Zr1(C21
126.33(11)

N11(Zr1(C21
151.67(11)

Cl1(Zr1(C21
74.92(9)

C22(Zr1(C21
31.70(13)

C23(Zr1(C21
52.33(13)

O2(Zr1(C24
89.93(12)

O12(Zr1(C24
105.78(12)

N1(Zr1(C24
74.39(12)

N11(Zr1(C24
154.74(12)

Cl1(Zr1(C24
126.72(10)

C22(Zr1(C24
52.32(13)

C23(Zr1(C24
31.58(13)

C21(Zr1(C24
52.03(13)

O2(Zr1(C25
76.26(12)

O12(Zr1(C25
129.08(11)

N1(Zr1(C25
98.77(12)

N11(Zr1(C25
155.02(13)

Cl1(Zr1(C25
98.76(10)

C22(Zr1(C25
52.36(13)

C23(Zr1(C25
52.21(14)

C21(Zr1(C25
31.51(12)

C24(Zr1(C25
31.34(13)

Cl31(C31(Cl31i
110.8(3)

Cl31(C31(H31A
109.5

Cl31i(C31(H31A
109.5

Cl31(C31(H31B
109.5

Cl31i(C31(H31B
109.5

H31A(C31(H31B
108.1

	


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
43(3) 
36(2)
40(2) 
3(2)
11(2) 
(6(2)

C2
48(3) 
28(2)
35(2) 
(1(2)
17(2) 
(2(2)

C3
40(2) 
29(2)
31(2) 
0(2)
17(2) 
2(2)

C4
39(2) 
32(2)
25(2) 
(1(2)
9(2) 
3(2)

C5
39(2) 
30(2)
26(2) 
(2(2)
11(2) 
8(2)

C6
38(2) 
39(2)
31(2) 
(6(2)
8(2) 
5(2)

C7
41(3) 
45(2)
34(2) 
(8(2)
7(2) 
3(2)

C8
50(3) 
41(2)
28(2) 
(1(2)
6(2) 
9(2)

C9
49(3) 
35(2)
33(2) 
2(2)
16(2) 
3(2)

C10
43(3) 
46(2)
40(2) 
(2(2)
13(2) 
(6(2)

C11
40(3) 
35(2)
28(2) 
(5(2)
6(2) 
1(2)

C12
48(3) 
38(2)
28(2) 
(6(2)
4(2) 
2(2)

C13
48(3) 
26(2)
23(2) 
0(2)
10(2) 
5(2)

C14
39(2) 
26(2)
25(2) 
3(2)
10(2) 
3(2)

C15
35(2) 
28(2)
25(2) 
7(2)
7(2) 
3(2)

C16
41(3) 
26(2)
29(2) 
7(2)
9(2) 
1(2)

C17
35(2) 
41(2)
38(2) 
10(2)
11(2) 
(1(2)

C18
39(3) 
46(2)
43(2) 
5(2)
21(2) 
5(2)

C19
46(3) 
34(2)
31(2) 
(1(2)
16(2) 
4(2)

C20
44(3) 
35(2)
32(2) 
1(2)
5(2) 
(7(2)

C21
56(3) 
42(2)
35(2) 
(7(2)
26(2) 
(6(2)

C22
53(3) 
55(3)
23(2) 
0(2)
16(2) 
8(2)

C23
57(3) 
53(3)
32(2) 
(18(2)
24(2) 
(14(2)

C24
69(3) 
34(2)
37(2) 
(7(2)
20(2) 
6(2)

C25
43(3) 
60(3)
39(2) 
(12(2)
19(2) 
5(2)

N1
34(2) 
28(2)
31(2) 
1(1)
10(1) 
(1(1)

N11
37(2) 
28(2)
22(2) 
1(1)
5(1) 
1(1)

O1
42(2) 
32(1)
37(2) 
7(1)
11(1) 
(3(1)

O2
37(2) 
33(1)
30(1) 
0(1)
9(1) 
1(1)

O11
48(2) 
41(2)
28(1) 
(9(1)
13(1) 
3(1)

O12
38(2) 
29(1)
21(1) 
(2(1)
9(1) 
(1(1)

Cl1
48(1) 
31(1)
32(1) 
3(1)
13(1) 
(1(1)

Zr1
35(1) 
28(1)
23(1) 
(1(1)
9(1) 
0(1)

C31
51(4) 
41(3)
38(3) 
0
9(3) 
0

Cl31
62(1) 
60(1)
40(1) 
(7(1)
12(1) 
(10(1)

	


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

Atom 
x
y
z
Ueq
S.o.f.
H1A
2531
4330
1760
48
1

H1B
2230
5089
2295
48
1

H2A
2144
6254
1191
44
1

H2B
2327
5397
573
44
1

H7
(537
3108
(968
49
1

H8
(163
4536
(1512
49
1

H9
680
5165
(719
46
1

H10A
(501
1734
102
64
1

H10B
(148
2024
1099
64
1

H10C
98
1271
492
64
1

H11A
1073
1656
1
42
1

H11B
1136
655
660
42
1

H12A
1609
(210
(111
47
1

H12B
1505
752
(814
47
1

H17
4117
2909
2645
46
1

H18
3992
2055
1275
49
1

H19
3143
1425
504
43
1

H20A
3385
2838
4039
57
1

H20B
3146
3897
3515
57
1

H20C
3782
3665
3776
57
1

H21
1113
1975
3839
50
1

H22
2104
2407
4325
51
1

H23
2226
4198
3722
54
1

H24
1309
4842
2817
55
1

H25
621
3474
2891
55
1

H31A
4688
5483
2493
53
0.50

H31B
5312
5483
2507
53
0.50
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