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Table 1. Crystal data and structure refinement details.

	


Identification code 
2009src0268 (YS03)    

Empirical formula 
C32H31NO2PPdS

Formula weight 
631.01

Temperature 
120(2) K

Wavelength 
0.71073 Å

Crystal system 
Monoclinic

Space group 
P21/c 

Unit cell dimensions
a = 9.48390(1) Å
( = 90°


b = 11.0427(2) Å
( = 95.022(1)°


c = 26.0770(4) Å
(  = 90°

Volume
2720.50(7) Å3
Z
4

Density (calculated)
1.541 Mg / m3
Absorption coefficient
0.849 mm(1
F(000)
1292

Crystal
plate; orange

Crystal size
0.23 ( 0.18 ( 0.03 mm3
( range for data collection
2.99 ( 27.47°

Index ranges
(12 ( h ( 12, (14 ( k ( 14, (33 ( l ( 33

Reflections collected
54400

Independent reflections
5891 [Rint = 0.0688]

Completeness to ( = 25.00°
99.8 % 

Absorption correction
Semi(empirical from equivalents

Max. and min. transmission
0.9750 and 0.8287

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
5891 / 14 / 321

Goodness-of-fit on F2
1.041

Final R indices [F2 > 2((F2)]
R1 = 0.0585, wR2 = 0.1369

R indices (all data)
R1 = 0.0681, wR2 = 0.1427

Largest diff. peak and hole
2.151 and (2.054 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: ORTEP-3 (L.G. Farrugia, J. Appl. Cryst. (1997) 30, 565).

Special details: 

All hydrogens fixed using a standard riding model.

Hexane molecule shows possibility of some disorder, however this could not be modelled appropriately, therefore C41 was refined using an ISOR restraint.

AFIX 66 restraints were used for the phenyl groups due to some elongated bond lengths suggesting a small amount of disorder which again could not be modelled.

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.
C2
(2363(5)
2143(5)
863(2)
21(1)
1

C3
(3303(6)
2317(5)
492(2)
25(1)
1

C4
(2832(6)
2165(5)
(20(2)
27(1)
1

C5
(1437(6)
1856(5)
(154(2)
23(1)
1

C6
(532(5)
1705(4)
235(2)
18(1)
1

C7
964(5)
1412(4)
172(2)
17(1)
1

C9
3449(5)
968(5)
(96(2)
23(1)
1

C10
3185(5)
1030(5)
431(2)
21(1)
1

C11
1742(5)
1288(4)
593(2)
16(1)
1

C13
(1499(5)
598(5)
2024(2)
18(1)
1

C14
(2448(6)
580(5)
2520(2)
26(1)
1

C15
3476(3)
2418(2)
1749(1)
16(1)
1

C16
4558(3)
2466(3)
2144(1)
21(1)
1

C17
5572(3)
3376(3)
2150(1)
26(1)
1

C18
5504(3)
4239(3)
1760(1)
23(1)
1

C19
4422(4)
4191(3)
1365(1)
24(1)
1

C20
3408(3)
3281(3)
1360(1)
23(1)
1

C21
3306(5)
(222(4)
1601(2)
17(1)
1

C22
2583(5)
(1272(5)
1482(2)
20(1)
1

C23
3326(6)
(2341(5)
1379(2)
24(1)
1

C24
4788(6)
(2369(5)
1386(2)
23(1)
1

C25
5517(6)
(1327(5)
1495(2)
22(1)
1

C26
4782(5)
(255(5)
1602(2)
18(1)
1

C27
1581(3)
913(3)
2471(1)
19(1)
1

C28
1417(4)
1926(2)
2776(1)
20(1)
1

C29
918(4)
1797(2)
3259(1)
25(1)
1

C30
582(4)
654(3)
3436(1)
28(1)
1

C31
745(4)
(359(2)
3130(1)
25(1)
1

C32
1245(3)
(229(2)
2648(1)
19(1)
1

N1
(1014(4)
1836(4)
736(2)
17(1)
1

O12A
(985(4)
1637(3)
1887(1)
18(1)
1

O12B
(1233(4)
(355(3)
1783(2)
29(1)
1

P1
2252(1)
1133(1)
1763(1)
14(1)
1

S8
1958(1)
1210(1)
(411(1)
22(1)
1

Pd1
512(1)
1455(1)
1253(1)
13(1)
1

C41
3147(14)
4412(15)
(45(6)
136(6)
1

C42
1829(9)
4704(8)
252(4)
69(2)
1

C43
655(8)
4840(6)
(127(3)
43(2)
1

	


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

	


C2(C3
1.271(7)

C2(N1
1.390(7)

C2(H2
0.9500

C3(C4
1.455(8)

C3(H3
0.9500

C4(C5
1.439(8)

C4(H4
0.9500

C5(C6
1.281(7)

C5(H5
0.9500

C6(N1
1.429(7)

C6(C7
1.478(7)

C7(C11
1.274(6)

C7(S8
1.871(5)

C9(C10
1.419(7)

C9(S8
1.595(5)

C9(H9
0.9500

C10(C11
1.495(7)

C10(H10
0.9500

C11(Pd1
2.170(5)

C13(O12B
1.261(6)

C13(O12A
1.307(6)

C13(C14
1.639(7)

C14(H14A
0.9800

C14(H14B
0.9800

C14(H14C
0.9800

C15(C16
1.3900

C15(C20
1.3900

C15(P1
1.836(2)

C16(C17
1.3900

C16(H16
0.9500

C17(C18
1.3900

C17(H17
0.9500

C18(C19
1.3900

C18(H18
0.9500

C19(C20
1.3900

C19(H19
0.9500

C20(H20
0.9500

C21(C22
1.369(7)

C21(C26
1.400(7)

C21(P1
1.868(5)

C22(C23
1.413(7)

C22(H22
0.9500

C23(C24
1.386(8)

C23(H23
0.9500

C24(C25
1.360(7)

C24(H24
0.9500

C25(C26
1.413(7)

C25(H25
0.9500

C26(H26
0.9500

C27(C28
1.3900

C27(C32
1.3900

C27(P1
2.018(3)

C28(C29
1.3900

C28(H28
0.9500

C29(C30
1.3900

C29(H29
0.9500

C30(C31
1.3900

C30(H30
0.9500

C31(C32
1.3900

C31(H31
0.9500

C32(H32
0.9500

N1(Pd1
1.935(4)

O12A(Pd1
2.282(4)

P1(Pd1
2.0589(12)

C41(C42
1.561(5)

C41(H41A
0.9800

C41(H41B
0.9800

C41(H41C
0.9800

C42(C43
1.432(10)

C42(H42A
0.9900

C42(H42B
0.9900

C43(C43i
1.501(15)

C43(H43A
0.9900

C43(H43B
0.9900

C3(C2(N1
117.1(5)

C3(C2(H2
121.5

N1(C2(H2
121.5

C2(C3(C4
115.4(5)

C2(C3(H3
122.3

C4(C3(H3
122.3

C5(C4(C3
127.8(5)

C5(C4(H4
116.1

C3(C4(H4
116.1

C6(C5(C4
113.9(5)

C6(C5(H5
123.1

C4(C5(H5
123.1

C5(C6(N1
117.7(5)

C5(C6(C7
121.6(5)

N1(C6(C7
120.7(4)

C11(C7(C6
114.7(5)

C11(C7(S8
113.0(4)

C6(C7(S8
132.3(3)

C10(C9(S8
105.4(4)

C10(C9(H9
127.3

S8(C9(H9
127.3

C9(C10(C11
121.7(4)

C9(C10(H10
119.1

C11(C10(H10
119.1

C7(C11(C10
104.7(4)

C7(C11(Pd1
111.2(4)

C10(C11(Pd1
144.0(3)

O12B(C13(O12A
120.1(5)

O12B(C13(C14
122.0(5)

O12A(C13(C14
117.9(4)

C13(C14(H14A
109.5

C13(C14(H14B
109.5

H14A(C14(H14B
109.5

C13(C14(H14C
109.5

H14A(C14(H14C
109.5

H14B(C14(H14C
109.5

C16(C15(C20
120.0

C16(C15(P1
116.20(17)

C20(C15(P1
123.72(17)

C15(C16(C17
120.0

C15(C16(H16
120.0

C17(C16(H16
120.0

C18(C17(C16
120.0

C18(C17(H17
120.0

C16(C17(H17
120.0

C19(C18(C17
120.0

C19(C18(H18
120.0

C17(C18(H18
120.0

C18(C19(C20
120.0

C18(C19(H19
120.0

C20(C19(H19
120.0

C19(C20(C15
120.0

C19(C20(H20
120.0

C15(C20(H20
120.0

C22(C21(C26
117.3(5)

C22(C21(P1
117.5(4)

C26(C21(P1
125.1(4)

C21(C22(C23
120.2(5)

C21(C22(H22
119.9

C23(C22(H22
119.9

C24(C23(C22
122.1(5)

C24(C23(H23
119.0

C22(C23(H23
119.0

C25(C24(C23
118.3(5)

C25(C24(H24
120.9

C23(C24(H24
120.9

C24(C25(C26
120.0(5)

C24(C25(H25
120.0

C26(C25(H25
120.0

C21(C26(C25
122.1(5)

C21(C26(H26
118.9

C25(C26(H26
118.9

C28(C27(C32
120.0

C28(C27(P1
119.16(17)

C32(C27(P1
120.82(17)

C29(C28(C27
120.0

C29(C28(H28
120.0

C27(C28(H28
120.0

C28(C29(C30
120.0

C28(C29(H29
120.0

C30(C29(H29
120.0

C31(C30(C29
120.0

C31(C30(H30
120.0

C29(C30(H30
120.0

C30(C31(C32
120.0

C30(C31(H31
120.0

C32(C31(H31
120.0

C31(C32(C27
120.0

C31(C32(H32
120.0

C27(C32(H32
120.0

C2(N1(C6
128.1(4)

C2(N1(Pd1
122.4(3)

C6(N1(Pd1
109.6(3)

C13(O12A(Pd1
113.0(3)

C15(P1(C21
105.2(2)

C15(P1(C27
111.20(15)

C21(P1(C27
109.19(18)

C15(P1(Pd1
109.02(11)

C21(P1(Pd1
113.99(15)

C27(P1(Pd1
108.24(11)

C9(S8(C7
95.1(2)

N1(Pd1(P1
174.97(13)

N1(Pd1(C11
83.55(18)

P1(Pd1(C11
92.43(13)

N1(Pd1(O12A
90.63(15)

P1(Pd1(O12A
93.45(9)

C11(Pd1(O12A
174.05(14)

C42(C41(H41A
109.5

C42(C41(H41B
109.5

H41A(C41(H41B
109.5

C42(C41(H41C
109.5

H41A(C41(H41C
109.5

H41B(C41(H41C
109.5

C43(C42(C41
106.6(9)

C43(C42(H42A
110.4

C41(C42(H42A
110.4

C43(C42(H42B
110.4

C41(C42(H42B
110.4

H42A(C42(H42B
108.6

C42(C43(C43i
110.0(8)

C42(C43(H43A
109.7

C43i(C43(H43A
109.7

C42(C43(H43B
109.7

C43i(C43(H43B
109.7

H43A(C43(H43B
108.2

	


Symmetry transformations used to generate equivalent atoms: 

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

	


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
C2
21(2) 
20(2)
21(2) 
(1(2)
(2(2) 
0(2)

C3
16(2) 
28(3)
30(3) 
0(2)
(6(2) 
4(2)

C4
27(3) 
28(3)
23(3) 
1(2)
(12(2) 
0(2)

C5
26(3) 
28(3)
15(2) 
0(2)
(7(2) 
(4(2)

C6
20(2) 
18(2)
16(2) 
1(2)
(3(2) 
(2(2)

C7
20(2) 
16(2)
15(2) 
(1(2)
(3(2) 
0(2)

C9
15(2) 
31(3)
23(3) 
0(2)
0(2) 
3(2)

C10
18(2) 
21(2)
23(3) 
2(2)
(6(2) 
0(2)

C11
17(2) 
16(2)
13(2) 
(2(2)
(2(2) 
(2(2)

C13
13(2) 
24(2)
15(2) 
4(2)
(7(2) 
0(2)

C14
23(3) 
30(3)
24(3) 
5(2)
(1(2) 
(3(2)

C15
15(2) 
15(2)
18(2) 
(3(2)
(2(2) 
(1(2)

C16
20(2) 
22(3)
19(2) 
(2(2)
(8(2) 
2(2)

C17
25(3) 
20(3)
35(3) 
(6(2)
4(2) 
(2(2)

C18
20(2) 
17(2)
32(3) 
(4(2)
(2(2) 
(3(2)

C19
25(3) 
20(3)
26(3) 
3(2)
(2(2) 
(2(2)

C20
30(3) 
14(2)
26(3) 
(1(2)
6(2) 
0(2)

C21
20(2) 
14(2)
15(2) 
(1(2)
(5(2) 
1(2)

C22
21(2) 
20(2)
18(2) 
(1(2)
(7(2) 
(3(2)

C23
34(3) 
19(3)
19(2) 
(2(2)
(5(2) 
(2(2)

C24
31(3) 
19(3)
19(2) 
(1(2)
(4(2) 
7(2)

C25
20(2) 
24(3)
21(3) 
0(2)
(3(2) 
4(2)

C26
21(2) 
17(2)
15(2) 
1(2)
(4(2) 
(1(2)

C27
15(2) 
19(2)
20(2) 
0(2)
(9(2) 
2(2)

C28
20(2) 
16(2)
23(3) 
1(2)
(5(2) 
(1(2)

C29
26(3) 
25(3)
23(3) 
(6(2)
(3(2) 
4(2)

C30
29(3) 
32(3)
23(3) 
3(2)
(1(2) 
3(2)

C31
25(3) 
20(3)
29(3) 
9(2)
(4(2) 
0(2)

C32
14(2) 
18(2)
26(3) 
(1(2)
(8(2) 
2(2)

N1
15(2) 
17(2)
18(2) 
(2(2)
(6(2) 
(1(2)

O12A
19(2) 
19(2)
15(2) 
2(1)
(4(1) 
(1(1)

O12B
35(2) 
18(2)
31(2) 
(2(2)
(3(2) 
(5(2)

P1
14(1) 
13(1)
14(1) 
1(1)
(5(1) 
(1(1)

S8
21(1) 
32(1)
14(1) 
0(1)
(2(1) 
1(1)

Pd1
13(1) 
13(1)
13(1) 
(1(1)
(4(1) 
0(1)

C41
147(7) 
122(7)
137(7) 
3(5)
11(5) 
(1(5)

C42
62(4) 
47(4)
94(5) 
16(3)
(8(4) 
0(3)

C43
65(5) 
22(3)
41(4) 
1(3)
(6(3) 
(5(3)
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