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3T i Mo-Cu-Se £ 241 { MoCusSesT} (PPh, 3:0 + 0. 5CH,C, 5 ) [Et,N J:MoSe . Cu (PPhy )-NO, I
KIGZMM T EWhk 1l |MRAFRMPRNFE. REmAsa s S P2/ o ilEN =
11. 991(2), =28, 358(8), = 19. 500{3) &k ;A=102. 04(1)°; F=F486. T(1) A% Z=4; fe=1.58
glem®y FLO00)=2092, SESHHERER.S28EE R REHEE. B 4057 7 1>>3. 0 o(1)
(3 4 5 A R R R E F R=0. 073, Rw=0.079, ¥@ (kL 5WHE L IMoCu,Se.l} & — T ¥ M
WA, Mo-Cu 1 Mo-Se i H [ HE 41 39 /& 2. 782 §1 2. 385 A ; =7~ Cu-I1 Y[R HE # 2. BO3(4).

2. 905(3),3. 0ISC4)1 & , f;fﬁ %ﬁa ’Eﬁ %%

FEia. Mo-Cu-Se £ &4 B/ &iE4H

SHMEHIEESBRESY. . LHEBAE Mo(W)-CuAR)-S TTH . SERC B/ IZHEAN
WS, BEERANATE SR SR GD 5 ARLEARIBNE™. £4 71k F% Mo
(WI-CulAg)-Se EE A MBERE > 5552 Mo(W)-Cu-Se L5 4. TiEd TR EHD
RE EFR TR, CiRE A Mo-Cu-Se A HE —F", FE. ES K —£%] Mo(W)-Cu-S
FEAHHER LU RIFRBT Mo(W)-Cu-Se SN SRS S FEN TE FiTXH
REFEAMHORIITF S EMFEM REETY. TUHIRSE - HH Mo-Cu-Se &1
{MoCu3Sesl} (PPh; 3,0 » 0. 5CHCl: #97 B B gk R G540, F I R iHE g %17 H.
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[Et,NJ:MoSe, %3 #k[8] 4154 M :CulPPh, ):NO, B3 CutNO,); 1 PPh, 7E CH,OH &
R 5 R H T AR 4R
1.2 {MoCu,;Se,l} (PPh;),0 + 0. 5CH,CY & B

H ¥ B Cu (PPhy).NO, (0. 50 g, 0. 75 mmol} #§ 10 ml CH.Cl 3% W18 18 3 n A B
[ Et;N]:MaSe,( 0. 17 g, 0. 25 mmol}#) 10 mi CH.CN F i - FE R AR K EH T HIE A
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JG. A KI(0. 10 g, 0.5 mmol); ER ML 1 A E . STH EHEERTFAKIESH
THrE. AR THBOAHAREE, mER 55.4%0.21 g), & CusHsPOCLI -
CusSesMo (1T E (g :C. 43. 64;H, 3.07;P,6.21;Cu, 12, 71;Mo,6. 40% ., FEW{H.C,44. 28;H,
3, 35;P,5. 86;Cu,13. 02;Mo0,6.29%). IR (cm™'); v(Mo-0,),;916. 0 vs; v(Mo-Se,}:325. 7 s,
1.3 EERIAE

ERA/AR 0400, 20 0. 15 mm # 8 5 818 )5 . 7F Enraf-Nonius CAD-4 f7§H{% L. &
ARBARBALHN Mo-Ka(h=0.71073 A 28148 Ll o- 20 T A NE 2<6<SOTHEMNK
#F) 10061 M4 5 AL H 153, 0o (DB ATIRM =25 4057 4~ REBREM R R . ZEHH
W P2 /e fu B a=11.994(2), b=28. 358(8); e=19.500(3) 4 ; £=102. 04(1)°; V=
6486.7(4) A%y Z=4; =34 8cm~'; D.=1. 58 g/em?; F(000) =2992, EH i+ HERLH
Molen FZ R @) HPPC B HL L#f7 T ATEE S Lp Al Psi R B E:h HERB D
Mo.Ag.Se l [FF 45, EHERARAEREEAEARFER. NESTFOFERTRAE
FRERERF SN FHEMEASHREE FRARETL2EER/)D _REBIE R,
MERSFHEEERTLAR . FS2ETESNER. LS8 EREF I ENSTT B
ZREHT R=0.073, Re=0.079, FRAETERESHEFERFIATER 1 F.4FFH45
BENBRABATITE 2,

¥l FEEFLERAEAT
Table I Positlonal and Thermal Parameters with ESD

alom z v El B{A )

I —0, 1063(1) 0.12490(7) 0. 33791(7) 4.05¢4>

Ma 0, 0950(2) 0. 14711(8) 0. 1815049} 3.63¢5)
Se(1) —0,1036(2> 0. 1510(1) 0. 1302¢1) 4. 40(6)
Se(2) 0. 1331(2) 0. 2054(1) 0. 2714{1) 3. 96(6)
Se(3) 0. 133542) 0.07168¢(9) 0. 2353¢1) 3. 85(6)
Cu(l) 0. 1293(2) 0. (29301 0. 324112 4,328
Cul2) -, 0700(2) 0. 1925¢1) 0. 240002> 4. 36(8)
Cu(d) —0. 0684(3) 0. 0823(1) 0. 2029¢2) 4. 618
PCIY ), 2378(5) L& 1137¢2> 0. 4274(3) 3.3
P(2} “0.1821(5> 0. 2544(3) 0.2428(3) ENr ¢S]
P ~—0. 1B85(5) 0.0231(3} 0. 1697(3) 382

o] 0.177(1) 0. 1580(7) 0.1199¢7} 6. 54(4)
{1l 0. 248(2) 0. 1582¢(9) 0. 495(1) 4. 4(6}
c(12) 0. 158(2) 0. 19041 0. 4897 1) 5. 17
C{13 0. 1688¢3) 0. 228¢(1) 0. 542(2) 7.7t9)
Ci 0. 26002) 0. 229¢1) 0.5939(2) 7.609)
(o1 1] 0. 348(3) 0. 196613 0. 60201 7.3(%)
C(16) 0. 346(2> 0. 162¢1> 0. 549(1) 5. 6{7)
C(21) 0. 196(2) 0. 0604{8) 0. 468(1) 3. 053
2D 0. 20362) 8. 057(1) 0. 541{1} 5,307}
Ce2 Q. 170¢(2) 0. 015(1) 0. 567¢(1) 6. 48

COZ4)y Q. 865(2) 0. 0924¢1) 0. 47513 8. 5(8)
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EoH B & Mo-Cu-Se #5541 (MoCusSeal } (PPhs )20 « 0. 5CH:Cl. 1 & B E RS H + 181 »
atom 1 ¥ z Bt A ™)
C25) 0. 874(23 0. 022¢13 0.551(13 B. 3(8)
(263 0.163¢2} 0.023(13 0424013 5. 3(7)
ce3ly 0.388¢27 0. 1047¢7) 0. 421(13 3.2(5)
c@Emn 0. 435¢23 0. 1387¢9> 0.387(13 4. 206)
can 0.552¢23 0. 133¢ 0.380( 12 5.6(7)
Can 0. BO8(2) 0.091¢13 0. 405(1} 5.5(7)
C(35) 0.560¢2) 0. 057¢1) 0. 441¢2) 5. 7(8)
C(36) 0. 443¢2) 0. 0642(9) 0. 449¢1) 4.9(7}
Cr41y 0.896¢2) 0. 207¢1) 0. 666(1) 5. 1(6)
C 0.897¢2) 0. 207¢1) 0.632¢1} 4.9(7)
C43) 0.892¢2) 0. 179¢1) 0.573¢1} 5. 143
Cld4) 0.799¢2) 0. 15301} 0.545¢1) 7. 3(9)
Cr45) 0. 708¢3) 0. I53C1) 0. 580¢2) 10. 3209}
Cl46) 0.714¢2; 0. 180C1) 0. 643¢2) 7. 1¢8)
C5D 0. 6672 0. 2398¢9) 0. 244(1) 4405
C(52) 0. 616(2) 0. 205(1) 0. 204(2) 7. 749
C53) 0.498(2) 0.19311) 0. 202(2) 8.3(9)
CI54) 0. 451(2) 0. 219(1) 0. 244 (1) 8. 8(8)
C(55) 0. 491(2) 0. 243¢2) 0. 782(2) 11. 2(3
C(56) 0. 60812) 0. 233(1) 0.784¢1) 5.7(8)
cisl) 0. 8662) 0. 2058¢9) 0.817(1) 4.8(6)
Ci62) 0.375(2) 0. 229¢1) 0.882(1) B.7(8)
C(63) 0.911(3) 0. 199¢1) #945(10 7.919)
CL64) 0.938¢2) 0. 158¢1) 0.941(1) B. B6L4)
C(B5) 0.934¢2) 0. 136¢13 0. 875(2) B. 121D
C(66) 0.895¢2) 0. 162¢1) 0. 209(11 7.1(8)
Cerl) 0. 179¢23 L. 00L<1) 0.918(1; 4. 5(6)
72y 0.840¢27 0. 033¢1) 0. 035¢11 7. 118
(73} 0.850¢2% 0. 018¢1) 0. 956{1) 8.5(9)
74y 0. 152¢2) 0.028¢1) 0. 048¢ 1> 7.9
Ci75) 0. 168¢2) 0.062¢1) 0. 0001 ) 7.3
C(76) 0. 182¢33 0. 04701} 0.931¢1) 5.8¢81
8 0. I68c2) 0. 0286 (4) 0. 776¢1» 4. 0¢5)
C(82) 0.053¢2y 0. 0434(9) 0.740¢1) 4.8¢7)
C(83) ¢ 04003 0. D850{97 0. 703CE) 6.3¢8)
Crad) 0. 131€3) 0. 11501} 0. 696¢1} 8.94(1}
C{85) 0. 244(3) 0. 099(1) 0. 73102} 8. 7406}
C(85) 0. 262(3) 0. 057(1) 0.768(1) 7.619)
c¢91) 0. 661(2) 0. D381 0.159(1) 4. 6Ly
C92) 0.58212) 0.031(1) 0.097¢1) wh
C(93) 0. 465421 0. 042¢2) 0.09472) 1L510
Co9d) 0. 431¢3) 0. 063¢1) 0. 14912) B3
C(95) 0.514¢23 0. 071¢13 0. 214(1) 7.619)
C(96) 0. 626423 0.058¢13 0.213¢13 81>
CIely 0.509¢2) 0. 059¢1) 0. 664(11 5.T(6)"
CI2) 0. 733c2) 0.052c1) 0. 740¢2) 5.808)"
cil) 0. 503c8Y 0. 030043 0. 689¢5) 4. 25¢03 "

* The multiplicity for these atoms is ¢, 5

e e p— o
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Table 2 Sclected Bond Lengths ¢ 4 ) and Bond Angles (*)

1-Cull) 2,905¢3) Se(3V-Cull) 2,39815)

I-Cul 2y 2.803¢4) Se(3V-Cucdy 2,386 (4)

1-Cur 3 301604y Cui{l)-Pt 1} 2,202{6)

Mo-Sel ]} 2. 38504 Cu{2)-P(2) 2217

Mo-Sel 2) 2.384(3) Cutdy-Pod 221747

Mo-Se(3) 3.28503 P(1»-CrL]) L BIe2)

Mo-Cul ]} 2.769r3) P(1Y-Cr2ly L g2 .
Mo-Culd 2.79514) PCLy-C031) 1. B5¢2)

Mo-Culd) 2.78304) Pry-codi) 1. B3t2y .
Mo-0O L.73(H Pr2).C(51y 1. 86¢2)

Se(l)-Cu¢2) Zo4aLcdd P -CLE1Y 1.83¢2) 4
Sel1)-Culd 2383 4) Priv-c(71) 1. 862

Sel 23-Cuf1) 23814y P(I)-C(81) 1.80¢2»

Sel Z)-Cul2) 241304, PLIV-C(91> 1. 83(2)

Cufl1-1-Cut2) 7. 111 I-Cully-P(L) 107.7(2}

Cut 1)-1-Cut 3y 7. L74(M Se(2)-Cut 11-8e 3) 107.601)

Cu{2)-1-Cut 3y 66811} Se(Z»-Cui 1I-PI 1) 121. 5¢2)

Se¢11-Mo-5e2) 107, 1 Se(3-Cuc1-PL1) 114.912)

Se(1)-Mo Se(3) 108. 1¢1) L-Cul2y-5e( 1) 104, Rcly

Se(21-Mo Se(3) 108, G402y [-CulZ)-Se( 2 102.9¢1)

Se( 1)-Mo-O 111.2¢a) I-Cutd}-P(M) 110, G4y

Le¢21-Mo Q 109, 7¢6) Sel(11-Cut2)-SeL 2y 105.9¢1)

Se(31-Mo-O 112, 416) Sef11-Cut2y.P(2) 114. 8¢

Cul] »-Mo-0O 137. 8¢ Be(2)-Cul2) P(DY 117. 3¢

Cul 2} Mo-O 138. 8(6) 1-Cutd)-Sel 1 98, 7¢1

Culd) Mo O 137.9¢6) 1-Cu(371-Se(3) 98.5¢1» .
Mo-Se(13-Cul 24 T 65¢2) Se{ 1)-Cuf 3}-Se(3) 107.65¢2)

Muy-Se([ )-Cut 31 730D Cu¢ly-PC13-CU1LY L16. G(E)

Cut 2)-5ed 1 1-Cult 3y 84. 001 Cu€l13-PUI)-C(21) 114. DCB)

Mo-Se(23-Cui 1) I CutE) PO1-C(31) 1el. 507 -
Mo-Se 2¥-Cut ) L3 Cul2)-PL2)-Cl41} 1513, 4(9)

Cul [)-Set 23-Cul 24 82 311y Cuc2»-P(2»-C(51) 114.9¢8)

Mo-Seld)-Cul 1) T Cul)-P(2-C(B]) 114, 419

bMo-Se{3)1-Cut 3 71201 Cul3)-P1 33-C1 71 112.9:8)

Cut11-5e¢3)-Cut 3 86. 211 Cul3V-Pr31-C(a81) 116. 2¢7)

1-Cui1)-Se( 2) 10¢. 8¢ 1) Cul3)-P{3)-C{9]1) 15501}

1-Cut ) 1-8e(3) 101.5¢ 1

2 ER5iTie

&R S — AR S Y CuPPh .3 Mo s Cu=1: 3 9 .Ml 40 A B MoSe,*~ dhet, &
HEF I MEET BRESEAEIBRENPETFRESY. BRI TERY,

MOS‘E1Z_+3CUPPh1_“‘l__"‘:MOCU_\Seal:T(PPh:iJ!.SC (1)

1E | MoCu,Seul | (PP )sSe 53 F 45 1o, MoSe,* (RIRFRH IE &4, & F=4 Cu' i

J& B — R Mo-Se, 1 = 47 25 Se,-Mo-Se, LB Mo-Se, 1 Se 357 B BB M P
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5 2 4 7 il Mo-Cu-Se &4 {MoCu,Seal }(PPh,)L0 » 0. 5CH.CL g & L M S (A %54y « 183

i K BT B L T8 B E IR Mo-O MR L &4
{MoCusSesl } (PPhy )sSe+H, 0> {MoCusSe, 1} (PPhy );0+ HoSe (2)
CEME T AP HE. ST - REPBRE. LK. WEnkmSE fUEH. TRRE
EAREREEEFHEIHREE BEFEEZHL T2 E LT EREHN NEY.

B1 aT58E

Fig. I Molecule structure

fRELemRESHCSNE S EREFNIMES T4 —F 8o 1. WE
IAFT.-HBLBOE2H T Mo, = Q. =P Se I —PN I EFHRGIHFREL
{MoCusSeal} S E~ PPhy IR S Cu [F-FAMHRCA.O FFE Mo EHFEE. B 1 FJLLF
. FHREGRIFER ., M Se-Mo-Se, ()42 £ (107. 3-108. I°) F] O-Mo-Se, f) 52 #(109. 7-
12, 4% BUMSERFT VR W Mo [R PRGN A REFEMEAM T, Wk 3R ks
I X B4R R B 23R8 ) Mo-Cu-S £ & 4 | MoCu,S,Cl} ( PPh; ;07 F1 { MoCu,Se,Br |
(PPh; ) ;0" B A LA HE R . AT 3R B Mo-Cu-Se S 8451l Mo Cu-S FE SR (LT —
EETTREAEMUEST ER, X =k S Cu-X(X=Cl, Br, DFEE(R % 3),
BNEA.—FE.Co-X MEEEEN O3 I B9t . KEERKELX. IRETIHET
FGEBRTUMER:TTA—FE. SR X ZPTHEEF R 28R wirEL s
V= Cu-l EIEE 2. 803(4),2.905¢3). 3. 0I5C) 4 . iX M Cu-X BEFIGHMER ST
HETFEAMAETRTREESYEHTHIM MHAS=E Mo EFREHNT T HESE T

e St N rrmar e . B A L=
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Table 3 Comparison of Important Structural Parameters with Some Related Cluster Compound

tompound {MoCusS:Cl) {PPh;3 )30 I MoCusS3Br ) { PPh1 )50 {MoCusSesl ) { PPh:}s0
Mo-O( { ) 1. 754112 1.75{2) 1.73(2)
Mo-Cuf &) 2,722 2. 701 (d) 2, 769(3})
2. 730027 2.70004) 2. 795(4)
2.763(2) 2. 719(4) 2. TB3{ 4}
Oblo-Se (SH(™) 111, 8C4) 112.4(7Y 111. 2¢5)
111. 643 112, 2(8} 108. 7(6)
111, 4¢4) 111. 446) 112. 4¢6)
Se(S)-Mo-Se (8 ("}) 107, 4(23 106, 9¢2) 107. 3¢
107. 7(2) 106. 4(2) 10B. 1€ 1)
107, 1¢2) 106. 7{2) 10B.0C2)
Cu-X{ &) 2. 457 (5} 2.672{4) 2. BO3C4)
(X=Cl, Br, 1) 2.853(5" 2. 774143 2, $05(3)
2. 744(5) 2. 878(5) 3. 0J504)
Ref. [9] [10] this paper

SRS A bE. & 916 cm ' —RE M B MR Mo-O, HEERE).TT
Mo-Se 48 1 7 HR ZhUE W) FLAE 325. 7 om™ ' b 40T F [EtN T MoSe, i) Mo-Se 481 2708 v=
3M0em '"MEE T, =4 Cu-P BN ERNERIEEK (2. 202(6),2. 217(7), 2. 219(7)
AV AL AR B BRAE 522, 6,505. 3,493, 7 em ™' 4k, Cu-Se 4288 ) 1B BLEE 285—310
em ' Z (B —HE e B NAEERE . FXX - HFEY TEE T EEFTZ P,
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B2 1 ER Mo-Cu-Se E £4% {MoCusSeal } (PPh )0 + 0. 5CH:CL ] & B ShikssH) - 185 «

SYNTHESIS AND CRYSTAL STRUCTURE OF A NOVEL Mo-Cu-Se
CLUSTER COMPOUND {MoCu;Se;l} (PPh;);0 - 0. 5CH,Cl,

Zhang Qianfeng Hong Maochun Wu Minghui Cao Rong Liu Hangin
(State Key Laloradory vf Structual Chemistry, Fujmt Budible of Resedrch on
Mructure of Matler , Clizese Acodemy of Sciewces, Fujum, 350002)

The new novel Mo-Cu-Se cluster compound {MoCusSe,I} {PPhy)yO » & 5CH.Cl: has been synthesized by
[EtNJ:MaSe, , CutPPhs)aNO;, KIin CH)CN/CH2Cl:{1 1 1) solvent. Its crystal is manoclinic, space group P2, /c
with unit cell parameters: a=11.994(2), b=128. 358(8), c=18.500(3) A ; A=102. 04(1)°; F=6486. 7(4) 4 %;
Z=4; D.=1.58 g/em®; P{000)=2982, The final R=0. 073 and Rx=20. 079 for 4057 (I>>3. 0 (o)) abserved re-
flections. The care {MoCuySesl} of the title compound is a distorted cubic configuration. The average values of Mo-Cu
and Mo-Se bond length are 2. 782 and 2. 385 4 . respectively. The Cu-I bond lengths vary from 2. 803(4} to 3. 015
(DA,

Keywoards: Mo-Cu-Se cluster compound synthesis crystal structure
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