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7184 ZA33HE Me,Pt(PPh,CH,C(#-Bu)=N-N=CMe(2-py)-«’N,P}Z phosphino hydrazone
Ph,PCH,C(+-Bu)=NNH,2} 2-acetylpyridine®} [PtMe2(l-SMe))l, = AH&3ted jHAsHA XAl
A E o] &3] o] IFEL A FEE FHEIH o WF 3¥Ee] AAINA ABE
monoclinic, space group P2,/n, a = 11.6926(7) A, b = 15.6607(19) A, ¢ = 14.6125(6) A, B =
93.018(4)°, Z = 4, V = 2672.0(4) A’e|t}, AR Fx

= ARy o2 slysiglen, 5238709
3 wbgel st HF ASE <Al R = 003632 A ZHL T3k

Abstract

An organometallic complex, Meth(PPh2CHZC(t-Bu)=N-N=CMe(2—py)—K2N,P) was synthesized
from phosphinohydrazone Ph,PCH,C(+~Bu)=NNH,, 2-acetylpyridine, and [PtMe,(1-SMe,)},. The
molecular structure of this complex has been determined by X-ray diffraction. Crystallographic data:
monoclinic, space group P2,/n, a = 11.6926(7) A, b = 15.6607(19) A, ¢ = 14.6125(6) A, B =
93.018(4)°, Z =4, V = 2672.0(4) A’ The structure was solved by direct methods and refined by full-
matrix least-squares methods to give a model with a reliability factor R = 0.0363 for 5238 reflections.
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Table 1. Experimental and crystal data

Chemical formular C,,H;,N,PPt

Molecular weight M, = 626.63

Crystal system monoclinic

Space group P2./n

Unit cell dimension a = 11.6926(7) A
b = 15.6607(19) A
c = 14.6125(6) A
B = 93.018°

Unit cell volume V = 2672.0(4) A3

Molecular number Z=4

per unit cell

Radiation A(Mo) = 0.71070 A

Density D, = 1.558 g/em®

Theta range for data 6 = 1.90-25.97°

collection

Absorption coefficient U = 5.329 mm™

Temperature T = 293(2) K

Crystal size 0.3X0.2X0.2 mm’

Index range -14<h<14, 0<k<19,
0<i<18

Reflections collected/unique  5559/5238

Data/parameters 5238/289

Final reliability factor R = 0.0363
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Fig. 1. Molecular structure and atom-numbering
scheme and atomic displacement ellipsoids drawn
at the 50% probablility level. Hydrogen atoms have
been omitted for clarity.

FFA4}N

Fig. 2. Unit cell packing structure, viewing along
the g-axis.
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Fig. 3. Unit cell packing structure, viewing along
the c-axis.
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Table 2. Atomic coordinates (X 10%) and equivalent
isotropic displacement parameters (AX10%) U(eq) is
defined as one third of the trace of the orthogonalized

Table 4. Bond angles (deg)

85

Uij tensor.
X y z U(eq)
Pt(1) 2333(1) 9818(1) 1188(1) 36(1)
C() 1070(7) 9949(5) 3253(6) 41(2)
NQ2) 785(7) 10452(6) 3933(6) 59(2)
C(3) —288(9) 10744(8) 3932(8) 70(3)
C4) —1105(9) 10541(8) 3250(8) 67(3)
C(5) —792(9) 9991(7) 2547(7) 61(3)
C(6) 305(8) 9672(6) 2554(6) 51(2)
C() 2278(7) 9652(5) 3314(6) 42(2)
C(8) 2819(9) 9451(9) 4261(6) 66(3)
N@©)  2844(6) 9583(4)  2581(5)  39(2)
N(10) 4017(5) 9379(5) 2731(5) 44(2)
can 4324(7) 8657(6) 2436(6) 42(2)
C(12) 5611(7) 8447(6) 2585(7) 53(2)
C(13) 6269(9) 9196(8) 3043(11) 87(4)
C(14) 5738(9) 7636(8) 3185(8) 73(3)
C(15) 6096(9) 8244(10) 1640(9) 85(4)
C(16) 3525(6) 7999(5) 2018(5) 38(2)
P(17) 2697(2) 8423(1) 981(1) 34(1)
C(18) 3544(7) 8101(5) 24(5) 41(2)
C(19) 4189(9)  8750(6) —-376(7)  63(3)
C(20) 4912(10) 8528(9) —-1082(9) 82(4)
C(21) 4940(10)  7704(10) —1400(8) 84(4)
C(22) 4287(10) 7071(8) -1001(8) 70(3)
C(23) 3597(8) 7267(6) —285(6) 52(2)
C(24) 1443(7) T707(5) 934(5) 36(2)
C(25) 1483(7) 6884(5) 1260(6) 44(2)
C(26) 487(8) 6392(6) 1283(6) 52(2)
Cc@27) —=547(7) 6756(7) 990(6) 54(2)
C(28) —607(7) 7574(7) 646(7) 57(2)
C(29) 402(7) 8066(6) 625(6) 46(2)
C(30) 1851(9) 10058(7) —164(7) 59(3)
C(31) 2010(9) 11107(7)  1430(7) 59(3)
Table 3. Bond lengths (&)
Pt(1)-C(30) 2.061(10)  Pt(1)-C(31) 2.088(10)
Pi(1)}-N©)  2.123(7)  P)-P(17)  2.249(2)
C(1)-N2) 1.324(12)  C(1)-C(6) 1.392(13)
C(1)-C(7) 1.486(12) N(2)-C(3) 1.334(13)
C(3)-C4) 1.382(15) C(4)-C(5) 1.404(16)
C(5)-C(6) 1.376(14) C(7)-N(9) 1.293(11)
C(7)-C(8) 1.524(12)  N@O)-N(10)  1.413(9)
N(10)-C(11)  1.269(11) C(11)-C(16)  1.498(11)
C(11)-C(12) 1.545(11) C(12)-C(14) 1.546(15)
C(12)-C(13)  1.536(14) C(12-C(15)  1.552(15)
C(16)-P(17) 1.876(7) P(17)-C(18) 1.827(8)
P(17)-C(24) 1.844(8) C(18)-C(23) 1.385(12)
C(18)-C(19)  1.409(12) C(19)-C(20)  1.411(14)
C(20)-C(21) 1.374(19) C(21)-C(22) 1.397(18)
C(22)-C(23)  1389(13) C@4-C(25) 1.373(11)
C(24)-C(29) 1.394(11)  C(25)-C(26) 1.398(12)
C(26)-C(27) 1.385(13) C(27)-C(28) 1.377(14)
C(28)-C(29) 1.410(12)

C(30)-Pt(1)-C(31)
C(30)-Pt(1)-N(9)
C(31)-Pt(1)-N(9)
C(30)-Pt(1)-P(17)
C(31)-Pt(1)-P(17)
N(9)-Pt(1)-P(17)
N(2)-C(1)-C(6)
N(2)-C(1)-C(7)
C(6)-C(1)-C(7)
C(1)-N(2)-C(3)
N(2)-C(3)-C(4)
C(3)-C4)-C(5)
C(6)-C(5)-C4)
C(5)-C(6)-C(1)
N)-C(7)-C(1)
N(9)-C(7)-C(8)
C()-C(N)-C(8)
C(7)-N(9)-N(10)
C(7)-N(9)-Pt(1)
N(10)-N(9)-Pt(1)
C(11)-N(10)-N(9)
N(10)-C(11)-C(16)
N(10)-C(11)-C(12)
C(16)-C(11)-C(12)
C(14)-C(12)-C(13)
C(14)-C(12)-C(15)
C(13)-C(12)-C(15)
C(14)-C(12)-C(11)
C(13)-C(12)-C(11)
C(15)-C(12)-C(11)
C(11)-C(16)-P(17)
C(18)-P(17)-C(24)
C(18)-P(17)-C(16)
C(24)-P(17)-C(16)
C(18)-P(17)-Py(1)
C(24)-P(17)-Px(1)
C(16)-P(17)-Py(1)
C(23)-C(18)-C(19)
C(23)-C(18)-P(17)
C(19)-C(18)-P(17)
C(20)-C(19)-C(18)
C(21)-C(20)-C(19)
C(22)-C(21)-C(20)
C(23)-C(22)-C(21)
C(22)-C(23)-C(18)
C(25)-C(24)-C(29)
C(25)-C(24)-P(17)
C(29)-C(24)-P(17)
C(24)-C(25)-C(26)
CQ27)-C(26)-C(25)
C(26)-C(27)-C(28)
C(27)-C(28)-C(29)
C(24)-C(29)-C(28)

86.7(4)
179.3(4)
92.9(3)
95.3(3)
178.0(3)
85.16(19)
124.0(8)
114.7(8)
121.2(8)
118.5(9)
122.410)
118.2(9)
119.709)
117.1(9)
120.2(7)
121.9(8)
117.8(8)
115.2(7)
130.5(6)
114.2(5)
116.0(7)
124.7(7)
115.6(8)
119.5(8)
110.49)
107.9(10)
110.2(10)
108.6(8)
111.1(8)
108.4(8)
111.7(5)
105.4(4)
104.1(4)
101.03)
119.0(3)
116.1(3)
109.1(3)
120.7(8)
123.0(7)
116.2(7)
118.7(10)
120.3(11)
120.1(10)
120.7(11)
119.49)
120.3(8)
123.0(6)
116.4(6)
120.8(8)
118.7(9)
121.5(8)
119.3(8)
119.3(8)
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Table 5. Anisotropic displacement parameters (A*X10%. The anisotropic displacement factor exponent takes
the form: —2n° [h’a**U}, + ... + 2hka*b*U ;]

UII U22 U33 U23 U13 UIZ UH U22 U33 U23 U13 UlZ
Pe(1) 37(1) 32(1) 37(1) 3(1) 31 1() C(16) 35(4) 374) 404y 83) -7(33) —-1(3)
C(1) 38(4) 42(5) 414 64 53 -2(3) P(17) 34(1) 34(1) 35(1) 2(1) 1) o)
N(2) 57(5) 64(6) 56(5) -—11(4) 5(4) -7(4) C(18) 39(4) 45(5) 384) 24 53 54
C@3) 53(6) 80(9) 78(7) -10(6) 12(5) 3(6) C(19) 69(7) 54(6) 67(7) 95) 33(6) 6(5)
C@4) 55(6) 65(7) 83(8) 14(7) 15(6) 5(5) C(20) 76(8) 88(i0) 87(9) 15(7) 50(7) 5(7)
C(5) 52(5) 81(8) 50(5) 20(5) 24) -13(5) C(21) 80(8) 114(12) 6l(7) -3(7) 35(6) 17(8)
C6) 45(5) 68(7) 39(5) 6(4) 24) -—104) C(22) 76(8) 75(8) 62(7) —15(6) 21(6) 17(6)
C(7) 43(4) 40(5) 4205 13) =34 -3(3) C(23) 54(5) 58(6) 44(5) -74) 3(4) 6@14)
C(8) 65(6) 95(8) 37(5) 26) -6(4) 16(6) C(24) 394) 354) 354) 33 K3 003
N@©) 38(3) 374 424 -13) -2(3) 1(3) C(25) 43(4) 38(5) 50(5) 14 04 24
N(10) 32(3) 49(4) 50(4) =34 230 -7(3) C(26) 49(6) 52(6) 56(6) -1(4) -2(4) —12(4)
C(1) 37(4) 48(5) 424 24 013 -1 CQ@27) 48(5) 61(7)y 53(5) -=2(5) 1@ -124%)
C(12) 33(4) 62(6) 63(6) 45 1@ 0@ C(28) 39(5) 67(7) 64(6) 5(5) -1(4) 3(4)
C(13) 42(5) 60(8)  155(13) -9(8) -=27(7)~11(5) C29) 37(4) 47(5) 53(5) 1@ -6(4) 34
C(14) 55(6) 70(8) 89(8) 24(6) —25(6) 6(5) C(30) 68(6) 67(7) 43(5) 14(4) 6(5) 9(5)
C(15) 44(6) 126(11) 88(9) 17(8) 20(6) 4(6) C(31) 67(6) 45(6) 66(6) 0(5) =3(5) 14(5)
Table 6. Torsion angles (deg)
C(6)-C(1)-N(2)-C(3) -2.9(15) C(71)-C(1)-N(2)-C(3) —-179.7(9)
C(1)-N(2)-C(3)-C(4) -0.1(17) N(2)-C(3)-C(4)-C(5) 1.6(18)
C(3)-C(4)-C(5)-C(6) 0.0(16) C(4)-C(5)-C(6)-C(1) -2.7(14)
N(2)-C(1)-C(6)-C(5) 4.4(14) C(7)-C(1)-C(6)-C(5) -179.1(8)
N(2)-C(1)-C(7)-N(9) —142.3(9) C(6)-C(1)-C(7)-N(9) 40.9(12)
N(2)-C(1)-C(7)-C(8) 36.7(11) C(6)-C(1)-C(7)-C(8) —-140.1(9)
C(1)-C(T)-N(9)-N(10) 173.8(7) C(8)-C(7)-N(9)-N(10) -5.1(12)
C(1)-C(7)-N(9)-Pt(1) —0.9(12) C(8)-C(7)-N(9)-Pt(1) ~179.8(7)
C(30)-Pt(1)-N(9)-C(7) 115(23) C(31)-Pu(1)-N(9)-C(7) 61.9(8)
P(17)-Pt(1)-N(9)-C(7) ~118.1(7) C(30)-Pt(1)-N(9)-N(10) —60(23)
C(31)-Pt(1)-N(9)-N(10) ~112.9(6) P(17)-Pt(1)-N(9)-N(10) 67.2(5)
C(7)-N(9)-N(10)-C(11) 114.4(9) Pt(1)-N(9)-N(10)-C(11) -70.0(8)
N(9)-N(10)-C(11)-C(16) -5.0(12) N(9)-N(10)-C(11)-C(12) 178.8(7)
N(10)-C(11)-C(12)-C(14) 119.6(9) C(16)-C(11)-C(12)-C(14) —-56.8(11)
N(10)-C(11)-C(12)-C(13) -2.1(12) C(16)-C(11)-C(12)-C(13) —-178.5(9)
N(10)-C(11)-C(12)-C(15) —123.4(10) C(16)-C(11)-C(12)-C(15) 60.2(11)
N(10)-C(11)-C(16)-P(17) 58.8(10) C(12)-C(11)-C(16)-P(17) —125.1(7)
C(11)-C(16)-P(17)-C(18) 93.8(6) C(11)-C(16)-P(17)-C(24) —157.0(6)
C(11)-C(16)-P(17)-Pt(1) -34.2(6) C(30)-Pt(1)-P(17)-C(18) 46.7(4)
C(31)-Pt(1)-P(17)-C(18) -134(9) N(9)-Pt(1)-P(17)-C(18) -132.7(3)
C(30)-Pt(1)-P(17)-C(24) -80.9(4) C(31)-Pt(1)-P(17)-C(24) 98(9)
N(9)-Pt(1)-P(17)-C(24) 99.7(3) C(30)-Pt(1)-P(17)-C(16) 165.9(4)
C(31)-Pt(1)-P(17)-C(16) -15(9) N(9)-Pt(1)-P(17)-C(16) -13.5(3)
C(24)-P(17)-C(18)-C(23) -32.5(8) C(16)-P(17)-C(18)-C(23) 73.3(8)
Pi(1)-P(17)-C(18)-C(23) —165.0(6) C(24)-P(17)-C(18)-C(19) 149.7(7)
C(16)-P(17)-C(18)-C(19) —104.5(8) Pi(1)-P(17)-C(18)-C(19) 17.2(8)
C(23)-C(18)-C(19)-C(20) —-1.6(16) P(17)-C(18)-C(19)-C(20) 176.3(9)
C(18)-C(19)-C(20)-C(21) 3.2(19) C(19)-C(20)-C(21)-C(22) -3(2)
C(20)-C(21)-C(22)-C(23) 0(2) C(21)-C(22)-C(23)-C(18) 1.1(16)
C(19)-C(18)-C(23)-C(22) —0.5(14) P(17)-C(18)-C(23)-C(22) —178.2(8)
C(18)-P(17)-C(24)-C(25) 79.5(8) C(16)-P(17)-C(24)-C(25) —28.6(8)
Pt(1)-P(17)-C(24)-C(25) —146.5(6) C(18)-P(17)-C(24)-C(29) -106.5(7)
C(16)-P(17)-C(24)-C(29) 145.4(7) Pt(1)-P(17)-C(24)-C(29) 27.6(7)
C(29)-C(24)-C(25)-C(26) 0.5(13) P(17)-C(24)-C(25)-C(26) 174.3(7)
C(24)-C(25)-C(26)-C(27) —-1.5(14) C(25)-C(26)-C(27)-C(28) 2.6(15)
C(26)-C(27)-C(28)-C(29) —2.7(16) C(25)-C(24)-C(29)-C(28) —0.5(13)
P(17)-C(24)-C(29)-C(28) -174.77(7) C(27)-C(28)-C(29)-C(24) 1.6(15)
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Fig. 4. Bond angles of the distorted six-membered
ring, Pt-P(17)-C(16)-C(11)-N(10)-N(9).

3. ¢dn 3 nE

W F ZshglEo] Exle} 1z HE v 7)ol st
4 232 ORTEPLE Fig. 19 Yehfglon,
= AE el Mo F2} wid-2 Fig. 29} Fig. 3
o a-F3 52 T2 eliglet. Table 29
L ou|pA A5 HEES | Table 30|= A
o], Table 4= AgzHE Jelict. Table 5
ol H|EHA 2% QAAE, Table 6° tortion
angleg 747 episiet.

Pt-N(9) & Pt-P(17)= Ztz} A ol7} 2.137(7)
As}t 22492) Az Wi AZE sk A, Pr-
P(17)-C(16)-C(11)-N(10)-N(9) ® 18]z 69#F 1
g & vehles Zez e, ®asa 6493t
a2} o] A5 Fig. 40 el ol

Commum., 217 (1996). (b) van Asselt, R. and
Elsevier, C. J., Organometallics, 11, 1999 (1992).
(¢) Wehman, P, Dol, G. C., Moorman, E. R,,
Kamer, P. C. J., van Leeuwen, P W. N. M,,
Fraanje, J. and Goubitz, K., Organometallics, 13,
4856 (1994).

3) (a) Trost, B. M. and Verhoeven, T. R., J. Am.
Chem. Soc., 100, 3435 (1978). (b) von Matt, P.
and Pfaltz, A., Angrew. Chem. Int. Ed. Engl., 32,
56 (1993). (c) Sprinz, J. and Helmchen, G.,
Tetrahedron Lett., 34, 1769 (1993). (d) Sprinz, J.,
Kiefer, M., Helmchen, G., Reggelin, M., Huttner,
G., Walter, O. and Zsolnai, L., Tetrahedron Lett.,
35, 1523 (1994).

4) Sheldrick, G. M., SHELXS-86. Program for the
Solution of Crystal Structures from diffraction
Data, Univ. of Gottingen, Germany (1986).

5) Sheldrick, G. M., SHELXL-93. Program for the
Refinement of Crystal Structures, Univ. of
Gottingen, Germany (1993).

6) International Table for X-ray Crystallography,
Vol. 4, Kynoch Press, Birmingham (1974).



