Further information:  http://www.soton.ac.uk/~xservice/start.htm

	[image: image1.png]



	University of Southampton  ·  School of Chemistry

EPSRC National Crystallography Service
	[image: image6.png]





Table 1. Crystal data and structure refinement.

	


Identification code 
03src0622    

Empirical formula 
C65H75Cl3Mo4N12O6Si

Formula weight 
1638.57

Temperature 
150(2) K

Wavelength 
0.71073 Å

Crystal system 
Monoclinic

Space group 
P21/c 

Unit cell dimensions
a = 12.6653(2) Å
( = 90°


b = 26.0651(4) Å
( = 100.2230(10)°


c = 24.2388(3) Å
(  = 90°

Volume
7874.7(2) Å3
Z
4

Density (calculated)
1.382 Mg / m3
Absorption coefficient
0.791 mm(1
F(000)
3320

Crystal
Cube; Dark Red

Crystal size
0.18 ( 0.18 ( 0.18 mm3
( range for data collection
3.00 ( 27.48°

Index ranges
(16 ( h ( 16, (33 ( k ( 32, (31 ( l ( 31

Reflections collected
94782

Independent reflections
17948 [Rint = 0.0831]

Completeness to ( = 27.48°
99.4 % 

Absorption correction
Semi(empirical from equivalents

Max. and min. transmission
0.8707 and 0.8707

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
17948 / 51 / 866

Goodness-of-fit on F2
1.005

Final R indices [F2 > 2((F2)]
R1 = 0.0443, wR2 = 0.0943

R indices (all data)
R1 = 0.0858, wR2 = 0.1086

Extinction coefficient
0.00065(8)

Largest diff. peak and hole
1.204 and (0.906 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 disordered solvent acetonitrile in the asymmetric unit.

There is a molecule of Me3SiO bound to the Mo ‘cage’ which is also disordered.

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.
O100
2635(2)
7146(1)
1500(1)
18(1)
1

Cl1
224(1)
7621(1)
1157(1)
26(1)
1

Cl2
4348(1)
7160(1)
483(1)
24(1)
1

Cl3
941(1)
7223(1)
2534(1)
24(1)
1

Mo1
1245(1)
6865(1)
929(1)
19(1)
1

Mo2
3762(1)
6590(1)
1209(1)
17(1)
1

Mo3
2390(1)
6697(1)
2263(1)
18(1)
1

Mo4
3786(1)
7658(1)
1894(1)
19(1)
1

C1
1164(3)
7564(2)
(163(2)
29(1)
1

C2
1389(3)
7231(2)
(573(2)
29(1)
1

C3
757(4)
7224(2)
(1100(2)
40(1)
1

C4
(107(4)
7552(2)
(1217(2)
46(1)
1

C5
(316(4)
7893(2)
(815(2)
48(1)
1

C6
322(3)
7903(2)
(283(2)
39(1)
1

C7
2319(3)
6184(2)
153(2)
23(1)
1

C8
2253(3)
6412(2)
(377(2)
27(1)
1

C9
2199(3)
6111(2)
(858(2)
36(1)
1

C10
2188(4)
5583(2)
(817(2)
43(1)
1

C11
2219(4)
5353(2)
(302(2)
41(1)
1

C12
2295(3)
5651(2)
179(2)
29(1)
1

N1
1801(2)
7525(1)
387(1)
24(1)
1

N2
2419(2)
6477(1)
654(1)
19(1)
1

O1
2328(2)
6940(1)
(427(1)
28(1)
1

C15
(804(3)
6414(2)
140(2)
31(1)
1

C16
(559(4)
6140(3)
(366(3)
84(2)
1

C17
(1391(5)
6120(3)
502(2)
89(3)
1

C18
(1494(5)
6880(3)
(75(3)
92(3)
1

N11
178(2)
6609(1)
477(1)
24(1)
1

C21
563(3)
6039(2)
1695(2)
21(1)
1

C22
934(3)
5540(2)
1631(2)
26(1)
1

C23
365(3)
5115(2)
1748(2)
31(1)
1

C24
(570(3)
5182(2)
1965(2)
33(1)
1

C25
(939(3)
5672(2)
2043(2)
32(1)
1

C26
(387(3)
6099(2)
1907(2)
26(1)
1

C27
3535(3)
5731(1)
2009(2)
21(1)
1

C28
2803(3)
5349(2)
1803(2)
25(1)
1

C29
3001(3)
4836(2)
1948(2)
31(1)
1

C30
3918(4)
4710(2)
2319(2)
36(1)
1

C31
4638(3)
5086(2)
2540(2)
30(1)
1

C32
4457(3)
5593(2)
2385(2)
27(1)
1

N21
1166(2)
6464(1)
1578(1)
20(1)
1

N22
3323(2)
6248(1)
1855(1)
19(1)
1

O21
1887(2)
5482(1)
1415(1)
25(1)
1

C35
5337(3)
5742(2)
880(2)
25(1)
1

C36
6408(3)
5819(2)
1277(2)
34(1)
1

C37
4916(3)
5199(2)
931(2)
33(1)
1

C38
5421(4)
5863(2)
272(2)
36(1)
1

N31
4588(2)
6115(1)
1044(1)
20(1)
1

C41
4081(3)
7211(1)
3101(2)
21(1)
1

C42
5129(3)
7016(2)
3204(2)
24(1)
1

C43
5750(3)
7064(2)
3730(2)
31(1)
1

C44
5361(3)
7307(2)
4159(2)
35(1)
1

C45
4323(3)
7490(2)
4066(2)
32(1)
1

C46
3682(3)
7439(2)
3546(2)
25(1)
1

C47
5842(3)
7109(2)
1938(2)
23(1)
1

C48
6205(3)
6930(2)
2485(2)
26(1)
1

C49
7288(3)
6920(2)
2703(2)
37(1)
1

C50
8017(3)
7087(2)
2382(2)
46(1)
1

C51
7683(3)
7252(2)
1837(2)
43(1)
1

C52
6595(3)
7263(2)
1615(2)
32(1)
1

N41
3461(2)
7182(1)
2558(1)
19(1)
1

N42
4736(2)
7141(1)
1724(1)
20(1)
1

O41
5454(2)
6727(1)
2779(1)
26(1)
1

C55
2352(3)
6009(2)
3335(2)
29(1)
1

C56
3475(4)
5980(2)
3688(2)
41(1)
1

C57
1585(4)
6293(2)
3652(2)
43(1)
1

C58
1927(4)
5480(2)
3165(2)
41(1)
1

N51
2391(2)
6305(1)
2829(1)
21(1)
1

C61
5184(3)
8291(2)
2832(2)
23(1)
1

C62
4577(3)
8551(2)
3178(2)
26(1)
1

C63
5067(4)
8782(2)
3668(2)
32(1)
1

C64
6182(4)
8768(2)
3807(2)
35(1)
1

C65
6792(3)
8522(2)
3473(2)
34(1)
1

C66
6302(3)
8286(2)
2982(2)
28(1)
1

C67
2328(3)
8635(2)
2161(2)
24(1)
1

C68
2975(3)
8861(2)
2621(2)
25(1)
1

C69
3066(3)
9387(2)
2673(2)
33(1)
1

C70
2508(4)
9699(2)
2259(2)
37(1)
1

C71
1841(4)
9477(2)
1804(2)
41(1)
1

C72
1750(3)
8953(2)
1753(2)
31(1)
1

N61
4656(2)
8035(1)
2362(1)
21(1)
1

N62
2285(2)
8092(1)
2111(1)
23(1)
1

O61
3463(2)
8533(1)
3044(1)
27(1)
1

C75A
5504(6)
8347(4)
892(5)
55(1)
0.478(6)

C76A
3371(9)
8645(4)
210(3)
53(1)
0.478(6)

C77A
4250(11)
9169(4)
1328(5)
59(2)
0.478(6)

O71A
3498(9)
8155(5)
1251(5)
21(1)
0.478(6)

Si71
4077(5)
8562(3)
925(3)
47(1)
0.478(6)

C75B
5066(7)
8402(4)
515(4)
55(1)
0.522(6)

C76B
2849(7)
8842(3)
407(3)
53(1)
0.522(6)

C77B
4487(10)
9069(4)
1441(5)
59(2)
0.522(6)

O71B
3528(8)
8090(4)
1202(4)
21(1)
0.522(6)

Si72
4019(5)
8565(3)
918(3)
47(1)
0.522(6)

C81A
9390(30)
8699(14)
2467(11)
68(2)
0.227(9)

C82A
8780(30)
8777(15)
1919(11)
88(3)
0.227(9)

N81A
9920(30)
8769(11)
2876(11)
89(3)
0.227(9)

C81B
9212(8)
8640(4)
2652(4)
68(2)
0.773(9)

C82B
9162(8)
8423(4)
2112(4)
88(3)
0.773(9)

N81B
9274(8)
8786(3)
3085(4)
89(3)
0.773(9)

	


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

	


O100(Mo4
2.078(2)

O100(Mo1
2.166(2)

O100(Mo2
2.235(2)

O100(Mo3
2.258(2)

Cl1(Mo1
2.4744(10)

Cl2(Mo2
2.5145(10)

Cl3(Mo3
2.4725(9)

Mo1(N11
1.715(3)

Mo1(N21
1.905(3)

Mo1(N2
2.007(3)

Mo1(N1
2.346(3)

Mo1(Mo2
3.2200(4)

Mo2(N31
1.712(3)

Mo2(N22
1.965(3)

Mo2(N2
1.993(3)

Mo2(N42
2.145(3)

Mo3(N51
1.710(3)

Mo3(N41
1.900(3)

Mo3(N22
2.039(3)

Mo3(N21
2.149(3)

Mo4(N61
1.739(3)

Mo4(N42
1.899(3)

Mo4(O71B
1.999(8)

Mo4(O71A
2.011(9)

Mo4(N41
2.127(3)

Mo4(N62
2.351(3)

C1(C6
1.376(6)

C1(C2
1.388(6)

C1(N1
1.434(5)

C2(C3
1.381(6)

C2(O1
1.401(5)

C3(C4
1.379(7)

C3(H3
0.9500

C4(C5
1.378(7)

C4(H4
0.9500

C5(C6
1.395(6)

C5(H5
0.9500

C6(H6
0.9500

C7(C12
1.392(6)

C7(C8
1.405(5)

C7(N2
1.422(5)

C8(O1
1.386(5)

C8(C9
1.397(6)

C9(C10
1.380(7)

C9(H9
0.9500

C10(C11
1.379(7)

C10(H10
0.9500

C11(C12
1.391(6)

C11(H11
0.9500

C12(H12
0.9500

N1(H1A
0.9200

N1(H1B
0.9200

C15(N11
1.454(5)

C15(C17
1.462(7)

C15(C16
1.499(7)

C15(C18
1.533(7)

C16(H16A
0.9800

C16(H16B
0.9800

C16(H16C
0.9800

C17(H17A
0.9800

C17(H17B
0.9800

C17(H17C
0.9800

C18(H18A
0.9800

C18(H18B
0.9800

C18(H18C
0.9800

C21(C26
1.399(5)

C21(C22
1.399(6)

C21(N21
1.404(5)

C22(C23
1.378(6)

C22(O21
1.406(5)

C23(C24
1.391(6)

C23(H23
0.9500

C24(C25
1.383(6)

C24(H24
0.9500

C25(C26
1.386(6)

C25(H25
0.9500

C26(H26
0.9500

C27(C28
1.390(5)

C27(C32
1.395(5)

C27(N22
1.414(5)

C28(C29
1.395(6)

C28(O21
1.401(5)

C29(C30
1.376(6)

C29(H29
0.9500

C30(C31
1.380(6)

C30(H30
0.9500

C31(C32
1.381(6)

C31(H31
0.9500

C32(H32
0.9500

C35(N31
1.462(5)

C35(C37
1.524(6)

C35(C38
1.530(6)

C35(C36
1.530(6)

C36(H36A
0.9800

C36(H36B
0.9800

C36(H36C
0.9800

C37(H37A
0.9800

C37(H37B
0.9800

C37(H37C
0.9800

C38(H38A
0.9800

C38(H38B
0.9800

C38(H38C
0.9800

C41(C42
1.401(5)

C41(C46
1.403(5)

C41(N41
1.410(5)

C42(C43
1.379(5)

C42(O41
1.397(4)

C43(C44
1.382(6)

C43(H43
0.9500

C44(C45
1.378(6)

C44(H44
0.9500

C45(C46
1.378(5)

C45(H45
0.9500

C46(H46
0.9500

C47(C52
1.395(5)

C47(C48
1.404(5)

C47(N42
1.407(5)

C48(C49
1.381(5)

C48(O41
1.391(5)

C49(C50
1.379(7)

C49(H49
0.9500

C50(C51
1.381(7)

C50(H50
0.9500

C51(C52
1.388(6)

C51(H51
0.9500

C52(H52
0.9500

C55(N51
1.457(5)

C55(C58
1.510(6)

C55(C56
1.525(6)

C55(C57
1.532(6)

C56(H56A
0.9800

C56(H56B
0.9800

C56(H56C
0.9800

C57(H57A
0.9800

C57(H57B
0.9800

C57(H57C
0.9800

C58(H58A
0.9800

C58(H58B
0.9800

C58(H58C
0.9800

C61(N61
1.385(5)

C61(C66
1.398(5)

C61(C62
1.409(6)

C62(C63
1.378(5)

C62(O61
1.392(5)

C63(C64
1.392(6)

C63(H63
0.9500

C64(C65
1.373(6)

C64(H64
0.9500

C65(C66
1.384(6)

C65(H65
0.9500

C66(H66
0.9500

C67(C68
1.394(5)

C67(C72
1.394(6)

C67(N62
1.420(5)

C68(C69
1.379(6)

C68(O61
1.391(5)

C69(C70
1.385(6)

C69(H69
0.9500

C70(C71
1.390(7)

C70(H70
0.9500

C71(C72
1.375(6)

C71(H71
0.9500

C72(H72
0.9500

N62(H62A
0.9200

N62(H62B
0.9200

C75A(Si71
1.908(8)

C75A(H75A
0.9800

C75A(H75B
0.9800

C75A(H75C
0.9800

C76A(Si71
1.817(8)

C76A(H76A
0.9800

C76A(H76B
0.9800

C76A(H76C
0.9800

C77A(Si71
1.851(8)

C77A(H77A
0.9800

C77A(H77B
0.9800

C77A(H77C
0.9800

O71A(Si71
1.578(9)

C75B(Si72
1.831(10)

C75B(H75D
0.9800

C75B(H75E
0.9800

C75B(H75F
0.9800

C76B(Si72
1.899(10)

C76B(H76D
0.9800

C76B(H76E
0.9800

C76B(H76F
0.9800

C77B(Si72
1.849(9)

C77B(H77D
0.9800

C77B(H77E
0.9800

C77B(H77F
0.9800

O71B(Si72
1.595(8)

C81A(N81A
1.112(10)

C81A(C82A
1.424(13)

C82A(H82A
0.9800

C82A(H82B
0.9800

C82A(H82C
0.9800

C81B(N81B
1.107(9)

C81B(C82B
1.417(11)

C82B(H82D
0.9800

C82B(H82E
0.9800

C82B(H82F
0.9800

Mo4(O100(Mo1
159.34(13)

Mo4(O100(Mo2
97.28(9)

Mo1(O100(Mo2
94.03(9)

Mo4(O100(Mo3
98.22(9)

Mo1(O100(Mo3
97.66(9)

Mo2(O100(Mo3
96.30(9)

N11(Mo1(N21
99.35(14)

N11(Mo1(N2
98.00(14)

N21(Mo1(N2
98.55(12)

N11(Mo1(O100
176.80(13)

N21(Mo1(O100
79.28(11)

N2(Mo1(O100
79.40(11)

N11(Mo1(N1
102.08(13)

N21(Mo1(N1
158.19(12)

N2(Mo1(N1
82.51(12)

O100(Mo1(N1
79.52(10)

N11(Mo1(Cl1
93.96(11)

N21(Mo1(Cl1
98.41(9)

N2(Mo1(Cl1
157.33(9)

O100(Mo1(Cl1
89.12(7)

N1(Mo1(Cl1
76.18(8)

N11(Mo1(Mo2
133.33(11)

N21(Mo1(Mo2
84.19(9)

N2(Mo1(Mo2
36.25(8)

O100(Mo1(Mo2
43.82(6)

N1(Mo1(Mo2
84.10(8)

Cl1(Mo1(Mo2
131.86(3)

N31(Mo2(N22
97.45(13)

N31(Mo2(N2
102.72(13)

N22(Mo2(N2
98.27(12)

N31(Mo2(N42
107.88(13)

N22(Mo2(N42
93.07(12)

N2(Mo2(N42
145.59(12)

N31(Mo2(O100
173.31(12)

N22(Mo2(O100
75.88(11)

N2(Mo2(O100
78.03(11)

N42(Mo2(O100
73.43(10)

N31(Mo2(Cl2
89.71(10)

N22(Mo2(Cl2
170.35(9)

N2(Mo2(Cl2
86.38(9)

N42(Mo2(Cl2
78.52(8)

O100(Mo2(Cl2
96.98(7)

N31(Mo2(Mo1
137.29(10)

N22(Mo2(Mo1
81.95(8)

N2(Mo2(Mo1
36.54(9)

N42(Mo2(Mo1
114.80(8)

O100(Mo2(Mo1
42.15(6)

Cl2(Mo2(Mo1
97.19(2)

N51(Mo3(N41
101.43(13)

N51(Mo3(N22
97.37(13)

N41(Mo3(N22
97.32(12)

N51(Mo3(N21
110.42(13)

N41(Mo3(N21
147.97(12)

N22(Mo3(N21
82.18(11)

N51(Mo3(O100
170.66(12)

N41(Mo3(O100
76.66(11)

N22(Mo3(O100
73.98(11)

N21(Mo3(O100
72.43(10)

N51(Mo3(Cl3
90.78(10)

N41(Mo3(Cl3
92.55(9)

N22(Mo3(Cl3
165.67(8)

N21(Mo3(Cl3
83.94(8)

O100(Mo3(Cl3
98.41(7)

N61(Mo4(N42
100.99(14)

N61(Mo4(O71B
102.6(3)

N42(Mo4(O71B
103.5(4)

N61(Mo4(O71A
98.5(4)

N42(Mo4(O71A
108.9(4)

O71B(Mo4(O71A
6.1(8)

N61(Mo4(O100
166.93(12)

N42(Mo4(O100
82.25(11)

O71B(Mo4(O100
88.7(3)

O71A(Mo4(O100
92.3(4)

N61(Mo4(N41
91.24(13)

N42(Mo4(N41
88.06(12)

O71B(Mo4(N41
159.7(3)

O71A(Mo4(N41
158.3(3)

O100(Mo4(N41
76.15(10)

N61(Mo4(N62
91.45(12)

N42(Mo4(N62
163.44(12)

O71B(Mo4(N62
84.1(3)

O71A(Mo4(N62
79.6(4)

O100(Mo4(N62
83.25(10)

N41(Mo4(N62
80.73(11)

C6(C1(C2
119.9(4)

C6(C1(N1
122.0(4)

C2(C1(N1
117.9(4)

C3(C2(C1
120.8(4)

C3(C2(O1
123.5(4)

C1(C2(O1
115.5(3)

C4(C3(C2
119.4(5)

C4(C3(H3
120.3

C2(C3(H3
120.3

C5(C4(C3
120.0(4)

C5(C4(H4
120.0

C3(C4(H4
120.0

C4(C5(C6
120.9(5)

C4(C5(H5
119.6

C6(C5(H5
119.6

C1(C6(C5
119.0(5)

C1(C6(H6
120.5

C5(C6(H6
120.5

C12(C7(C8
117.8(3)

C12(C7(N2
119.9(3)

C8(C7(N2
122.3(4)

O1(C8(C9
118.5(4)

O1(C8(C7
120.5(3)

C9(C8(C7
120.8(4)

C10(C9(C8
119.9(4)

C10(C9(H9
120.0

C8(C9(H9
120.0

C11(C10(C9
120.1(4)

C11(C10(H10
120.0

C9(C10(H10
120.0

C10(C11(C12
120.2(5)

C10(C11(H11
119.9

C12(C11(H11
119.9

C11(C12(C7
121.2(4)

C11(C12(H12
119.4

C7(C12(H12
119.4

C1(N1(Mo1
113.4(2)

C1(N1(H1A
108.9

Mo1(N1(H1A
108.9

C1(N1(H1B
108.9

Mo1(N1(H1B
108.9

H1A(N1(H1B
107.7

C7(N2(Mo2
126.2(2)

C7(N2(Mo1
126.5(2)

Mo2(N2(Mo1
107.22(13)

C8(O1(C2
119.4(3)

N11(C15(C17
108.7(4)

N11(C15(C16
110.3(3)

C17(C15(C16
116.3(5)

N11(C15(C18
107.1(4)

C17(C15(C18
107.4(5)

C16(C15(C18
106.7(5)

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

C15(C17(H17A
109.5

C15(C17(H17B
109.5

H17A(C17(H17B
109.5

C15(C17(H17C
109.5

H17A(C17(H17C
109.5

H17B(C17(H17C
109.5

C15(C18(H18A
109.5

C15(C18(H18B
109.5

H18A(C18(H18B
109.5

C15(C18(H18C
109.5

H18A(C18(H18C
109.5

H18B(C18(H18C
109.5

C15(N11(Mo1
173.3(3)

C26(C21(C22
118.2(4)

C26(C21(N21
121.3(4)

C22(C21(N21
120.4(3)

C23(C22(C21
121.8(4)

C23(C22(O21
120.2(4)

C21(C22(O21
117.9(3)

C22(C23(C24
119.2(4)

C22(C23(H23
120.4

C24(C23(H23
120.4

C25(C24(C23
120.0(4)

C25(C24(H24
120.0

C23(C24(H24
120.0

C24(C25(C26
120.7(4)

C24(C25(H25
119.6

C26(C25(H25
119.6

C25(C26(C21
120.0(4)

C25(C26(H26
120.0

C21(C26(H26
120.0

C28(C27(C32
118.6(4)

C28(C27(N22
120.3(3)

C32(C27(N22
121.1(3)

C27(C28(C29
121.1(4)

C27(C28(O21
119.1(3)

C29(C28(O21
119.7(4)

C30(C29(C28
119.1(4)

C30(C29(H29
120.5

C28(C29(H29
120.5

C29(C30(C31
120.5(4)

C29(C30(H30
119.8

C31(C30(H30
119.8

C30(C31(C32
120.5(4)

C30(C31(H31
119.8

C32(C31(H31
119.8

C31(C32(C27
120.2(4)

C31(C32(H32
119.9

C27(C32(H32
119.9

C21(N21(Mo1
135.2(2)

C21(N21(Mo3
114.2(2)

Mo1(N21(Mo3
110.32(14)

C27(N22(Mo2
125.1(2)

C27(N22(Mo3
121.2(2)

Mo2(N22(Mo3
113.42(15)

C28(O21(C22
116.1(3)

N31(C35(C37
110.0(3)

N31(C35(C38
106.5(3)

C37(C35(C38
110.8(3)

N31(C35(C36
106.7(3)

C37(C35(C36
110.7(3)

C38(C35(C36
111.9(3)

C35(C36(H36A
109.5

C35(C36(H36B
109.5

H36A(C36(H36B
109.5

C35(C36(H36C
109.5

H36A(C36(H36C
109.5

H36B(C36(H36C
109.5

C35(C37(H37A
109.5

C35(C37(H37B
109.5

H37A(C37(H37B
109.5

C35(C37(H37C
109.5

H37A(C37(H37C
109.5

H37B(C37(H37C
109.5

C35(C38(H38A
109.5

C35(C38(H38B
109.5

H38A(C38(H38B
109.5

C35(C38(H38C
109.5

H38A(C38(H38C
109.5

H38B(C38(H38C
109.5

C35(N31(Mo2
175.3(3)

C42(C41(C46
118.3(3)

C42(C41(N41
120.1(3)

C46(C41(N41
121.6(3)

C43(C42(O41
122.4(3)

C43(C42(C41
120.0(3)

O41(C42(C41
117.2(3)

C42(C43(C44
121.0(4)

C42(C43(H43
119.5

C44(C43(H43
119.5

C45(C44(C43
119.4(4)

C45(C44(H44
120.3

C43(C44(H44
120.3

C46(C45(C44
120.5(4)

C46(C45(H45
119.8

C44(C45(H45
119.8

C45(C46(C41
120.6(4)

C45(C46(H46
119.7

C41(C46(H46
119.7

C52(C47(C48
118.9(3)

C52(C47(N42
120.8(4)

C48(C47(N42
120.3(3)

C49(C48(O41
121.4(4)

C49(C48(C47
120.2(4)

O41(C48(C47
118.2(3)

C50(C49(C48
119.8(4)

C50(C49(H49
120.1

C48(C49(H49
120.1

C49(C50(C51
121.0(4)

C49(C50(H50
119.5

C51(C50(H50
119.5

C50(C51(C52
119.4(4)

C50(C51(H51
120.3

C52(C51(H51
120.3

C51(C52(C47
120.5(4)

C51(C52(H52
119.8

C47(C52(H52
119.8

C41(N41(Mo3
129.0(2)

C41(N41(Mo4
121.6(2)

Mo3(N41(Mo4
108.96(13)

C47(N42(Mo4
126.2(2)

C47(N42(Mo2
127.3(2)

Mo4(N42(Mo2
106.27(13)

C48(O41(C42
119.4(3)

N51(C55(C58
108.4(3)

N51(C55(C56
109.3(3)

C58(C55(C56
111.1(4)

N51(C55(C57
106.6(3)

C58(C55(C57
110.5(4)

C56(C55(C57
110.7(4)

C55(C56(H56A
109.5

C55(C56(H56B
109.5

H56A(C56(H56B
109.5

C55(C56(H56C
109.5

H56A(C56(H56C
109.5

H56B(C56(H56C
109.5

C55(C57(H57A
109.5

C55(C57(H57B
109.5

H57A(C57(H57B
109.5

C55(C57(H57C
109.5

H57A(C57(H57C
109.5

H57B(C57(H57C
109.5

C55(C58(H58A
109.5

C55(C58(H58B
109.5

H58A(C58(H58B
109.5

C55(C58(H58C
109.5

H58A(C58(H58C
109.5

H58B(C58(H58C
109.5

C55(N51(Mo3
174.8(3)

N61(C61(C66
122.0(4)

N61(C61(C62
119.1(3)

C66(C61(C62
118.9(4)

C63(C62(O61
120.0(4)

C63(C62(C61
120.9(4)

O61(C62(C61
118.9(3)

C62(C63(C64
118.6(4)

C62(C63(H63
120.7

C64(C63(H63
120.7

C65(C64(C63
121.6(4)

C65(C64(H64
119.2

C63(C64(H64
119.2

C64(C65(C66
120.0(4)

C64(C65(H65
120.0

C66(C65(H65
120.0

C65(C66(C61
120.0(4)

C65(C66(H66
120.0

C61(C66(H66
120.0

C68(C67(C72
118.5(4)

C68(C67(N62
119.8(3)

C72(C67(N62
121.7(4)

C69(C68(O61
121.6(4)

C69(C68(C67
121.4(4)

O61(C68(C67
116.9(3)

C68(C69(C70
119.6(4)

C68(C69(H69
120.2

C70(C69(H69
120.2

C69(C70(C71
119.4(4)

C69(C70(H70
120.3

C71(C70(H70
120.3

C72(C71(C70
120.9(4)

C72(C71(H71
119.6

C70(C71(H71
119.6

C71(C72(C67
120.1(4)

C71(C72(H72
119.9

C67(C72(H72
119.9

C61(N61(Mo4
165.0(3)

C67(N62(Mo4
118.6(2)

C67(N62(H62A
107.7

Mo4(N62(H62A
107.7

C67(N62(H62B
107.7

Mo4(N62(H62B
107.7

H62A(N62(H62B
107.1

C68(O61(C62
116.8(3)

Si71(O71A(Mo4
141.7(7)

O71A(Si71(C76A
111.3(5)

O71A(Si71(C77A
109.4(5)

C76A(Si71(C77A
113.2(5)

O71A(Si71(C75A
110.6(6)

C76A(Si71(C75A
107.7(5)

C77A(Si71(C75A
104.4(5)

Si72(C75B(H75D
109.5

Si72(C75B(H75E
109.5

H75D(C75B(H75E
109.5

Si72(C75B(H75F
109.5

H75D(C75B(H75F
109.5

H75E(C75B(H75F
109.5

Si72(C76B(H76D
109.5

Si72(C76B(H76E
109.5

H76D(C76B(H76E
109.5

Si72(C76B(H76F
109.5

H76D(C76B(H76F
109.5

H76E(C76B(H76F
109.5

Si72(C77B(H77D
109.5

Si72(C77B(H77E
109.5

H77D(C77B(H77E
109.5

Si72(C77B(H77F
109.5

H77D(C77B(H77F
109.5

H77E(C77B(H77F
109.5

Si72(O71B(Mo4
141.3(7)

O71B(Si72(C75B
115.2(6)

O71B(Si72(C77B
111.1(5)

C75B(Si72(C77B
110.9(5)

O71B(Si72(C76B
104.9(5)

C75B(Si72(C76B
107.1(5)

C77B(Si72(C76B
107.1(5)

N81A(C81A(C82A
162(3)

N81B(C81B(C82B
176.3(13)

C81B(C82B(H82D
109.5

C81B(C82B(H82E
109.5

H82D(C82B(H82E
109.5

C81B(C82B(H82F
109.5

H82D(C82B(H82F
109.5

H82E(C82B(H82F
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
O100
17(1) 
22(1)
16(1) 
(1(1)
4(1) 
0(1)

Cl1
21(1) 
33(1)
26(1) 
1(1)
4(1) 
4(1)

Cl2
22(1) 
33(1)
18(1) 
1(1)
5(1) 
(5(1)

Cl3
18(1) 
34(1)
22(1) 
(2(1)
7(1) 
1(1)

Mo1
14(1) 
25(1)
16(1) 
0(1)
2(1) 
(2(1)

Mo2
14(1) 
23(1)
15(1) 
(3(1)
3(1) 
(2(1)

Mo3
15(1) 
24(1)
15(1) 
0(1)
4(1) 
(1(1)

Mo4
16(1) 
22(1)
19(1) 
(3(1)
4(1) 
(2(1)

C1
27(2) 
37(3)
22(2) 
12(2)
3(2) 
(3(2)

C2
22(2) 
42(3)
23(2) 
9(2)
3(2) 
(5(2)

C3
36(3) 
59(3)
23(2) 
8(2)
2(2) 
(10(2)

C4
31(2) 
78(4)
23(2) 
20(2)
(5(2) 
(4(3)

C5
30(2) 
71(4)
42(3) 
25(3)
5(2) 
10(2)

C6
35(2) 
49(3)
33(3) 
15(2)
6(2) 
7(2)

C7
12(2) 
34(2)
20(2) 
(6(2)
0(2) 
(4(2)

C8
20(2) 
40(3)
21(2) 
(4(2)
5(2) 
(2(2)

C9
33(2) 
56(3)
18(2) 
(7(2)
2(2) 
(2(2)

C10
38(3) 
60(4)
29(2) 
(23(2)
3(2) 
(3(2)

C11
44(3) 
37(3)
40(3) 
(15(2)
5(2) 
(3(2)

C12
30(2) 
34(3)
23(2) 
(9(2)
3(2) 
(3(2)

N1
20(2) 
31(2)
22(2) 
2(1)
4(1) 
(1(2)

N2
18(2) 
25(2)
15(2) 
(2(1)
5(1) 
(4(1)

O1
24(1) 
42(2)
19(1) 
(2(1)
4(1) 
(4(1)

C15
22(2) 
43(3)
27(2) 
0(2)
0(2) 
(12(2)

C16
32(3) 
158(7)
62(4) 
(66(4)
3(3) 
(23(4)

C17
59(4) 
145(7)
52(4) 
25(4)
(20(3) 
(68(4)

C18
50(4) 
67(4)
136(7) 
(15(4)
(46(4) 
3(3)

N11
19(2) 
32(2)
20(2) 
0(1)
4(1) 
(4(1)

C21
16(2) 
30(2)
16(2) 
2(2)
1(2) 
(6(2)

C22
21(2) 
35(3)
21(2) 
(1(2)
5(2) 
(3(2)

C23
32(2) 
30(2)
29(2) 
4(2)
4(2) 
(6(2)

C24
29(2) 
36(3)
31(2) 
6(2)
1(2) 
(16(2)

C25
21(2) 
49(3)
26(2) 
5(2)
6(2) 
(11(2)

C26
17(2) 
37(3)
23(2) 
2(2)
3(2) 
(2(2)

C27
22(2) 
22(2)
20(2) 
2(2)
7(2) 
3(2)

C28
25(2) 
24(2)
27(2) 
(1(2)
7(2) 
(1(2)

C29
35(2) 
23(2)
39(2) 
(1(2)
13(2) 
1(2)

C30
35(2) 
30(3)
44(3) 
8(2)
12(2) 
7(2)

C31
29(2) 
28(2)
33(2) 
6(2)
5(2) 
8(2)

C32
23(2) 
32(2)
26(2) 
1(2)
3(2) 
1(2)

N21
15(2) 
27(2)
19(2) 
(1(1)
3(1) 
0(1)

N22
14(1) 
23(2)
19(2) 
(2(1)
2(1) 
(2(1)

O21
24(1) 
27(2)
26(1) 
(1(1)
6(1) 
(1(1)

C35
19(2) 
30(2)
27(2) 
(5(2)
7(2) 
5(2)

C36
24(2) 
37(3)
41(3) 
(7(2)
7(2) 
7(2)

C37
32(2) 
28(2)
40(3) 
(8(2)
8(2) 
2(2)

C38
36(2) 
45(3)
29(2) 
(5(2)
15(2) 
10(2)

N31
18(2) 
24(2)
18(2) 
(2(1)
3(1) 
(3(1)

C41
22(2) 
22(2)
19(2) 
(1(2)
2(2) 
(3(2)

C42
23(2) 
30(2)
19(2) 
(2(2)
5(2) 
3(2)

C43
21(2) 
46(3)
25(2) 
0(2)
(1(2) 
4(2)

C44
33(2) 
53(3)
18(2) 
(2(2)
(1(2) 
1(2)

C45
36(2) 
43(3)
18(2) 
(5(2)
5(2) 
(1(2)

C46
24(2) 
31(2)
21(2) 
(1(2)
5(2) 
1(2)

C47
20(2) 
25(2)
24(2) 
(13(2)
7(2) 
(4(2)

C48
16(2) 
37(2)
24(2) 
(12(2)
4(2) 
2(2)

C49
19(2) 
58(3)
31(2) 
(15(2)
(1(2) 
8(2)

C50
17(2) 
76(4)
43(3) 
(30(3)
2(2) 
(5(2)

C51
20(2) 
71(4)
41(3) 
(25(2)
14(2) 
(17(2)

C52
22(2) 
46(3)
31(2) 
(14(2)
8(2) 
(9(2)

N41
14(2) 
28(2)
15(2) 
(2(1)
4(1) 
3(1)

N42
17(2) 
24(2)
19(2) 
(1(1)
7(1) 
(3(1)

O41
21(1) 
32(2)
23(1) 
(4(1)
2(1) 
4(1)

C55
36(2) 
35(3)
18(2) 
8(2)
10(2) 
1(2)

C56
45(3) 
53(3)
25(2) 
13(2)
6(2) 
6(2)

C57
56(3) 
48(3)
29(2) 
10(2)
25(2) 
7(3)

C58
59(3) 
37(3)
31(2) 
9(2)
14(2) 
(8(2)

N51
18(2) 
28(2)
17(2) 
0(1)
3(1) 
0(1)

C61
26(2) 
23(2)
20(2) 
(3(2)
1(2) 
(4(2)

C62
27(2) 
27(2)
25(2) 
(1(2)
4(2) 
(2(2)

C63
42(3) 
32(2)
21(2) 
(7(2)
2(2) 
(1(2)

C64
40(2) 
32(3)
29(2) 
(4(2)
(4(2) 
(6(2)

C65
27(2) 
38(3)
32(2) 
0(2)
(7(2) 
(6(2)

C66
24(2) 
29(2)
30(2) 
(6(2)
3(2) 
(1(2)

C67
20(2) 
23(2)
33(2) 
(2(2)
8(2) 
3(2)

C68
22(2) 
28(2)
28(2) 
(2(2)
14(2) 
3(2)

C69
32(2) 
31(3)
39(3) 
(12(2)
17(2) 
3(2)

C70
36(2) 
30(3)
51(3) 
(4(2)
23(2) 
3(2)

C71
32(2) 
42(3)
49(3) 
9(2)
11(2) 
14(2)

C72
27(2) 
29(3)
39(2) 
(1(2)
10(2) 
2(2)

N61
19(2) 
25(2)
21(2) 
(6(1)
7(1) 
(3(1)

N62
16(2) 
25(2)
26(2) 
(4(1)
5(1) 
(4(1)

O61
25(1) 
33(2)
25(2) 
(3(1)
7(1) 
(1(1)

C75A
59(2) 
59(4)
54(2) 
(8(3)
33(1) 
(39(2)

C76A
94(3) 
37(3)
35(1) 
6(1)
26(2) 
(5(3)

C77A
88(4) 
38(3)
55(4) 
(8(3)
26(2) 
(33(2)

O71A
23(1) 
29(2)
11(2) 
(15(2)
6(1) 
(5(1)

Si71
71(1) 
40(1)
36(1) 
(5(1)
23(1) 
(18(1)

C75B
59(2) 
59(4)
54(2) 
(8(3)
33(1) 
(39(2)

C76B
94(3) 
37(3)
35(1) 
6(1)
26(2) 
(5(3)

C77B
88(4) 
38(3)
55(4) 
(8(3)
26(2) 
(33(2)

O71B
23(1) 
29(2)
11(2) 
(15(2)
6(1) 
(5(1)

Si72
71(1) 
40(1)
36(1) 
(5(1)
23(1) 
(18(1)

C81A
96(6) 
58(5)
63(6) 
(12(5)
51(5) 
(15(4)

C82A
88(7) 
85(8)
97(7) 
(29(6)
38(6) 
(18(6)

N81A
120(7) 
66(5)
86(6) 
6(4)
34(5) 
20(5)

C81B
96(6) 
58(5)
63(6) 
(12(5)
51(5) 
(15(4)

C82B
88(7) 
85(8)
97(7) 
(29(6)
38(6) 
(18(6)

N81B
120(7) 
66(5)
86(6) 
6(4)
34(5) 
20(5)

	


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

Atom 
x
y
z
Ueq
S.o.f.
H3
917
6995
(1379
48
1

H4
(557
7544
(1575
55
1

H5
(903
8124
(902
57
1

H6
176
8140
(9
47
1

H9
2171
6270
(1213
43
1

H10
2158
5379
(1144
51
1

H11
2189
4990
(276
49
1

H12
2330
5487
532
35
1

H1A
1770
7832
571
29
1

H1B
2504
7469
354
29
1

H16A
(222
6379
(594
127
1

H16B
(1226
6008
(588
127
1

H16C
(69
5854
(247
127
1

H17A
(1025
5793
600
133
1

H17B
(2122
6055
303
133
1

H17C
(1419
6316
844
133
1

H18A
(1585
7098
243
137
1

H18B
(2199
6764
(269
137
1

H18C
(1141
7076
(335
137
1

H23
609
4780
1681
37
1

H24
(956
4892
2060
39
1

H25
(1579
5716
2192
38
1

H26
(654
6433
1958
31
1

H29
2510
4576
1792
37
1

H30
4055
4362
2424
43
1

H31
5262
4995
2800
36
1

H32
4962
5848
2536
32
1

H36A
6659
6171
1243
51
1

H36B
6939
5578
1179
51
1

H36C
6312
5757
1664
51
1

H37A
4845
5134
1321
49
1

H37B
5419
4952
817
49
1

H37C
4214
5163
688
49
1

H38A
4712
5830
35
54
1

H38B
5922
5623
144
54
1

H38C
5683
6215
248
54
1

H43
6457
6928
3798
37
1

H44
5805
7348
4516
43
1

H45
4047
7652
4361
39
1

H46
2963
7560
3489
30
1

H49
7531
6799
3073
44
1

H50
8760
7088
2537
55
1

H51
8194
7357
1616
51
1

H52
6361
7377
1241
39
1

H56A
3956
5804
3475
61
1

H56B
3448
5789
4034
61
1

H56C
3742
6328
3782
61
1

H57A
1864
6638
3751
64
1

H57B
1526
6104
3995
64
1

H57C
877
6319
3414
64
1

H58A
1206
5509
2940
62
1

H58B
1896
5276
3501
62
1

H58C
2404
5312
2943
62
1

H63
4654
8948
3907
38
1

H64
6528
8932
4140
42
1

H65
7551
8514
3578
41
1

H66
6725
8121
2748
33
1

H69
3509
9534
2992
39
1

H70
2579
10061
2286
45
1

H71
1444
9691
1524
49
1

H72
1293
8807
1438
37
1

H62A
1705
8011
1839
27
1

H62B
2149
7962
2444
27
1

H75A
5904
8299
1274
82
0.478(6)

H75B
5859
8610
701
82
0.478(6)

H75C
5483
8023
686
82
0.478(6)

H76A
3376
8320
6
80
0.478(6)

H76B
3729
8910
24
80
0.478(6)

H76C
2629
8748
214
80
0.478(6)

H77A
3567
9355
1274
88
0.478(6)

H77B
4795
9380
1197
88
0.478(6)

H77C
4479
9092
1727
88
0.478(6)

H75D
4892
8074
322
82
0.522(6)

H75E
5757
8373
769
82
0.522(6)

H75F
5108
8671
238
82
0.522(6)

H76D
2524
8572
150
80
0.522(6)

H76E
3107
9119
192
80
0.522(6)

H76F
2313
8977
614
80
0.522(6)

H77D
3906
9159
1642
88
0.522(6)

H77E
4698
9374
1249
88
0.522(6)

H77F
5105
8943
1708
88
0.522(6)

H82A
9074
9072
1745
131
0.227(9)

H82B
8031
8844
1945
131
0.227(9)

H82C
8827
8470
1692
131
0.227(9)

H82D
9446
8668
1869
131
0.773(9)

H82E
8414
8342
1952
131
0.773(9)

H82F
9590
8107
2142
131
0.773(9)
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