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LR TR B IEEREE R KM T RA Schlenk

[Ag(u-dppm) 2(MeCN) 4] (SbFe) 2:  # 300 mg
(0. 78mmol) dppm ¥&EfEF 3mL ZFE+H, A 268mg
(0. 78mmol) AgSbFs, ZERIEHIS&F T HEHE 8h /5, TN
A30mL B, thib KEH AR, BEEEdIE. 2
BB RGHET T®, K8 s5s2mg BBHEK, &=F
85% o

Pd(S:CNC:Hs) 22 ¥ 200mg(0. 61mmol) K,PdCL
BHT IOmL ik, EHHFT, BFMA
NH.4(S:CNC4Hs) (345mg /2. 1mmol) 89 Z. PR ¥, 37 BP
ERABREBEAIE, S3BEREEET®R, &
223mg T BB RFEE, 773 90% .

BEAY 1: FREL 76 mg(0. 05Smmol) B [Ag(u-
dppm)2(MeCN) 4] (SbFs) 2, ¥ T 3mL Z RE¥E# $, hn
A 20mg(0. 05mmol) Pd(S,CNCHs) 2, #E+E 0. 5h /&,
BRZEHER L EEE, BIESEYBEGE, A
1. 5mL ZJF#1 CHCL MIIRAE W (B 1:1) H T
TEERE, HACBHATRY BREET X FHXLEH
MHATHaAERE G, TESNMELRE (%): C
39.23; H 4. 14, N 2. 35; 3% C3sHisAgFsN:OP,PdS.Sb
ISR (% ): C 39.00, H 4.03,N 2. 33,

BEaY?2 BELESYIEHNEBRRTEAR
Z ImL, #H0 0. SmL CHCL, A Z B8 ¥ 8 18 Bl 8%
B Rk TR SERE (% ): C41.17, H3.26,N
1. 77; # Cs:Hs2AgF12N20:PsPdS,Sh, HFHIS{HE (% ): C

Bk AN, 5,273 HEHRE HRIM: BRI HASYHN GRS RIE.
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40.98,H 3.14,N 1. 68,
1.3 BRESEHRE

47 B B — E K/ B 44 F F SIMENS SMART
CCD BIfTHX b, A RBREAA MoKa(0. 071073
nm) 39 AN, 7 293 (2)K T, 4Bl & A47 5 o
PN ECSYEIE Patterson B, XTHERFEF AT
A& I 5 v R BE A F Fl F§ SHELXL-97 # /F 3t 17
SEER/N_FE, SRFASHEELENEFE
WE, TEREFEREINTEL. B4 1 w=1/
[0?(F2) +(0.0320P) *+36.2985P)], P=(F:+
2F2) /3, REMUHBRRESBAE (A 0) o =0,
$=1.205 &YW 2: w=1/[ d*( F?) + (0.0560 P)?
+65.7115P], P=(F2+2F2) /3, KRBT K
BEAIE(A/ 0) s =0.006, S =1.295,

CCDC: 1, 213613; 2, 213612,

2 ZREHE

2.1 REEHRIR
BEAY 1 WEERKHEMALS P TR 2 R
3, HeAEEHMmE 1 iz, BBEY 1 8 [AgPd:(u

1 EEY1H%T4EH

Fig. 1 Molecular structure of complex 1

dppm) 2( u-S:CNCsHs) 2( us-S:CNCsHs) 212" BECFHE F |
SbFs-BCEH & FAIAN ELO A, R F5 3 4
[S:CNC.Hs] - #H 8y S IR F LUK 1 4~ dppm ZEHH P
B BC AL 8 B — AN B T A JE 454, Ag IR+
ME=4SHEFEI1TPREFERNUmMELEH,

Pd-Ag B K & 0.31966(12) nm, Ag-Ag BEK X

F1 ESGYIANEKSY2NRKPYEE
Table 1 Crystallographic Data of Complex 1 and 2

crystal data

complex 1

complex 2

crystal color, shape
empirical formula
formula weight
dimension / mm’
crystal system
space group

@/ nm

b/ nm

¢/nm

B/ (°)

V/nm’

z

D./ (g * cm™?)
6/(%)

h

k

l

F(000)

observed reflection
total reflection
independent reflection
R

wR

largest diff. peak and hole/ (e - nm~?)

red prism

Ci9HisAgFeN20P:PdS.Sb

0.36 x0.34 x0.26

yellow prism

Cs1Hs2AgF12N20:P«PdS:Sh:

0.50x0.40 x0. 40

monoclinic monoclinic

P2/ ¢ Ce

1. 14370(3) 2.74136(6)

1. 39025(4) 1.04317(2)
2.93579(8) 2. 523990(10)
95.173(1) 106.516(1)
4.6490(2) 6.9201(2)

2 4

1. 716 1. 604

1.39 < 0 = 24.00 1.55 < 6 < 25.12
-6 k=13 -31< h< 32
-16 € k< 14 -12<s k=10
-34=<[<35 -30 < [ =18
2384 3276

5103 5987

13499 11051

7250 7542

0. 0662 0. 0633

0. 1302 0. 1568

900 and - 784 844 and -776
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Table 2 Selected Bond Lengths(nm) of Complex 1
Pd(1)-P(1) 0.2282(3) Ag{1)-Ag(1)A 0.33723(16) P(1)-C(11) 0. 1825(10) N{2)-C(65) 0.1476(14)
Pd(1)-5(3) 0.2326(3) S(1)-C(60) 0.1725(11) P(2)-C(41) 0. 1817(10) N(2)-C(62) 0. 1496(14)
Pd(1)-5(2) 0. 2342(3) S(1)-Ag(1)A 0.2601(3) P(2)-C(31) 0. 1830(10) C(54)-C(55) 0. 1506(19)
Pd(1)-5(4) 0. 2360(3) S(2)-C(60) 0.1749(11) P(2)-C(10) 0. 1845(10) C(62)-C(63) 0.1507(19)
Pd(1)-Ag(1) 0.31966(12) S(3)-C(50) 0.1717(10) N(1)-C(50) 0. 1309(12) C(63)-C(64) 0.143(2)
Ag(l) P(2) 0. 2425(3) S{(4)-C(50) 0.1719(11) N(1)-C(55) 0. 1473(13) C(64)-C(65) 0.1516(18)
Ag(1)-5(1)A 0.2601(3) S(4)-Ag(1)A 0.2902(3) N(1)-C(52) 0. 1492(14) C(52)-C(53) 0. 1481(16)
Ag(1)-S(1) 0.2622(3) P(1)-C(21) 0.1816(11) N(2)-C(60) 0. 1303(13) C(53)-C(54) 0. 139(2)
Ag(1)-S{4)A 0.2902(3) P(1)-C(10) 0. 1822(10)
=3 EAYI1INBTEE
Table 3 Selected Bond Angles(°) of Complex 1
P(1)-Pd(1)-S(3) 98.05(10) P(1)-Pd(1)-Ag(1) 86.15(7)  S(1)A-Ag(1)-8(1) 99.58(8)  S(1)-Ag(1)-Pd(1) 82.03(7)
P(1)-Pd(1)-S(2) 90.53(10) S(3)-Pd(1)-Ag(1) 113.75(8)  P(2)-Ag(1)-S(4)A 110.19(8)  S(4)A-Ag(1)-Pd(1) 160. 20(6)
S(3)-Pd(1)-8(2) 168.17(11)  S(2)-Pd(1)-Ag(1) 74.78(8)  S(1)A-Ag(1)-S(4)A 86.44(8)  P(2)-Ag(1)-Ag(1)A 162. 34(8)
P(1)-Pd(1)-5(4) 171.28(10)  S(4)-Pd(1)-Ag(1) 101.48(7) S(1)-Ag(1)-S(4}A 89. 74(8) S(1)A-Ag(1)-Ag(1)A 50.06(6)
S(3)-Pd(1)-5(4) 75.11(9) P(2)-Ag(1)-S(1)A 132.02(9) P(2)-Ag(1)-Pd(1} 89.23(7) S(1)-Ag(1)-Ag(1)A 49.52(6)
S(2)-Pd(1)}-8(4) 95.52(10) P(2)-Ag(1)-8(1) 124.15(9) S(1)A-Ag(1)-Pd(1) 77.30(7) S(4)A-Ag(1)-Ag(1)A 87.05(6)
Pd(1)-Ag(1)-Ag(1)A 73.90(3) C(60)-S(1)-Ag(1)A 104.3(3) Ag(1)A-8(1)-Ag(1) 80. 42(8) C(60)-S(2)-Pd(1) 99. 8(3)
C(50)-S(3)-Pd(1) 86.4(4) C(50)-8(4)-Pd(1) 85.3(4) C(50)-S(4)-Ag(1)A  109.6(4) Pd(1)-5(4)-Ag(1)A 96. 78(9)
C(41)-P(2)-Ag(1) 111. 4(4) C(31)-P(2)-Ag(1) 116.9(3) C(10)-P(2)-Ag(1) 113.8(3)

0.33723(16) nm, /M FEXAFERBHNTBLE LR Z
F1(Ag-Ag: 0. 344nm, Ag-Pd: 0. 330nm) "*), 3B % 1k
EYHREEER - ERBIEM.

AV TFHIEFESZENREREKERERT
KIBLOL 5%, B dppm BCRSBUBTER | MERF
M 1ANERET, Pd-Pfl AgP HEHERK D H N
0.2282nm 1 0. 2425nm, 4 [S:CNC.H;s] - 2B F Fh
AR B A, HA 2 N [S.CNCsHs ] - BC 4k 53 B 4F
BERR—E=1&RBRTF, HRKHE[S:CNC.Hs] -
BLAERSAES | MR FESRRBBES S 144
JFFHFEX, Pd-S MFH KN 0.2427nm, 54EY
[Pd(S:CNEt,) {Ph.P(CH.) -PPh:}]*BytE R f < Z A
—3 ' S(1)5 S(1)A 2 AMER BB IR 7 D E Hr Bk
Ag(1)5 Ag(1) A Wi # g — A P4 TV, 751 F |
B, Ag(1)-S(1), Ag(1)-S(1)A, S(1)-Ag(1)A BIEEK
435124 0.2622(3) nm, 0.2601(3) nm F1 0. 2601(3)
nm, 7] B AR B9 S(1) A-Ag(1)-S(1) 1 Ag(1) A-S(1)
-Ag(1) BIBA514 99. 58(8)°F1 80. 42(8)°, FKHA
A F 0T R — AR FAT T L4 .

ey TERKBALE 4, RESHINE 2
B, SR4EIR T Z R BIBE B 24 0. 29616 (17 ) nm, /NTF
&4 1 T RIAEN Pd-Ag 82K (0.31966(12) nm),

TEAY 2 T EH

Fig. 2 Molecular structure of complex 2

B2

HBAFRMEROEEELXZZHM, HHAXILEY
FHREBEHLUEEMESRE - 2R EBIEA. [S:CNC.Hs] -

5EFESME, PdS FHEKN 0. 2344nm,
S(1) -Pd(1) -S(2) #fK 75.20(16)°, H5EAY 1
MELE Y PAd(S;.CNC.Hs). AN B KBMAEL —
U A dppm FLR W E BT ERRE RN BT,
Pd(1) -P(4), Ag(1) -P(1) BB K514 0. 2301(4)
nm il 0.2468(5) nm, ¥WKTEEY 1 PR
K #SETEREE | RN ZBENS T, RV
A2 ABAY 1 BARIBEN —FHENEREN P
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Table 4 Selected Bond Lengths (nm) and Bond Angles(°) of Complex 2
Pd(1)-P(4) 0.2301(4) Pd(1)-P(2) 0.2303(4) Pd{1)-S(1) 0.2341(5) Pd{(1)-5(2) 0.2347(4)
Pd{1)-Ag(1) 0.29616(17) Ag(1)-N(2) 0.2288(19) Ag(1)-P(1) 0.2468(5) Ag{1)-P(3) 0.2477(5)
S(1)-C(1) 0.1702(17) S(2)-C(1) 0.1715(18) P(1)-C(11) 0.1781(18) P(1)-C(21) 0.1822(17)
P{1)-C{10) 0.1850(17) N{1)-C(1) 0.131(2) N(1}-C{2) 0.148(2) N{1)-C{5) 0.150(2)
N{2)-C(6) 0.113(3) C(6)-C{(7) 0. 146(3) C{2)-C(3) 0. 156(3) C(3)-C(4) 0.135(4)
C(4)-C(5) 0.154(3) P(2)-C{10) 0. 1822(16) P(3)-C(30) 0.1843(16) P(4)-C(30) 0. 1842(16)
P(4)-Pd(1)-P(2) 99.53(16) P{(4)-Pd(1}-S(1) 167.23(16)  P(2)-Pd(1)-S(1) 93.20(16) P(4)-Pd(1)-5(2} 92. 04(16)
P(2)-Pd{1)-S(2) 168.12(16)  S{1)-Pd(1)-S(2) 75.20(16) P{4)-Pd(1)-Ag(1) 90.02(11) P{2)-Pd{1)-Ag(1) 100. 11(11)
S(1)-Pd{1)-Ag(1) 86.77(14) S(2)-Pd(1)-Ag(1) 77.06(13) N(2)-Ag(1)-P(1) 111.3(5) N(2)-Ag(1)-P(3) 113. 2(6)
P{1)-Ag(1)-P(3) 129.01(15) N(2)-Ag(1)-Pd(1) 124. 3(6) P(1)-Ag(1)-Pd(1) 82.84(11) P(3)-Ag(1)-Pd(1) 91.99(11)
C(1)-S(1)-Pd{1) 85.6(6) C{1)-S(2)-Pd(1) 85. 1(5) C{11)-P{1)-Ag(1) 126. 4(6) C{21)-P(1)-Ag(1) 99.6(6)
C(10)-P{1)-Ag{1) 115.2(6) C(31}-P(2)-Pd(1) 112. 4(6) C(41)-P{2)-Pd(1) 117. 4(5) C(10)-P{2)-Pd(1) 109. 3(6)
C(61)-P{3)-Ag(1) 117. 1{6) C(51)-P{3)-Ag(1) 118. 3(6) C{30)-P(3)-Ag(1) 109. 3(6) C(81)-P(4)-Pd(1) 120. 8(5)
C(71)-P(4)-Pd(1) 111.1(6) C(30}-P(4)-Pd(1) 110. 5(5) C(6)-N{2)-Ag(1) 163(2)
[B] =4 [5] Blake A.J., Kathirgamanathan P., Toohey M. J. Inorg.
2.2 g_j[yl\jlémﬁ-}ﬁ Chim. Acta, 2000, 303, 137.

BE4% 17 1525em ™' M1 1437cm ' &b 4351 B 31
TR B, BT M [S:CNC.Hs ] Z & B bt CN
1o 45 P 3 W% Wi, J5 3 W 4 [ S:CNC.Hs ] - 7 B B iz B
B CN 4R, gREW2F, 8T
[S:CNC.Hs] " NTFFEMNFBR B iz, ATLA H 27 1537
cm™' AL BRME—BY »(C = N) B, X 5 BT RE K
s iR -,

2 X X W
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Synthesis and Crystal Structures of Heterometallic Ag (1), Pd (I Complexes

SITU Yue HUANG Shao-Bin* ZHANG Ju-Guang
( Department of Applied Chemistry, South China University of Technology, Guangzhou 510640)

The complexes of [ Ag:Pd:(u~-dppm) 2( p-S2CNCaHs) 2( ps-S:CNC4Hs) 2] (SbFs) 2 » EO (1) and [AgPd(S:CN
C4Hs) (u-dppm) 2] (SbFe) * H.O (2) were synthesized and their single crystal structures were determined by X-ray
diffraction. The complex 1 is monoclinic system, space group P2/ ¢ with @ =1. 14370(3) nm, b =1.39025(4)
nm, ¢=2.93579(8) mm, B=95.173(1)°, V=4.6490(2) nm’, Z=4, D.=1.716g * cm™*, u(MoKa) =
1682cm™!, F(000) =2384, M.=2401.98, R=0.0662, wR=0.1302. The complex 2 is monoclinic system,
space group Cc with @ =2.74136(6) nm, b=1.04317(2) nm, c¢=2. 523990(10) nom, B=95.173(1)°, V=
4.6490(2) nm®, Z=4, D.=1.716g * cm~>, pu(MoKa) =1682cm™', F(000) =2384, M.=2401.98, R=

0. 0662, wR=0.1302. CCDC: 1, 213613; 2, 213612.

Keywords: diphosphine heterometallic complex crystal structure



http://www.cqvip.com

