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BrRE KB, MoCl,«3H,OMP,S, RINARRAEARFAFHII T, MRBEERS F b=
pH & &5, FlAMME. =8, EIV%?%‘PE} n%u X SR R R . AR
R—FTEHE W a TRk RIES S FE8, X—BE&PkICRRT .

% 5

1, SHnEE

1.3 52 MoCl;+4H,0 (#5mmol) #T 25ml TL/AK ZEEH, A 1.7 % (£ 7.5mmol)
BIP, Sy, B L /NREIRE. BREHEIE K, SEHHLKZEER, &5 7 3
CH.Cl,/C.H;OH &4 . ®ikfag, A T/K, EATIE, SETEF K. A,
T BUCKERIEF. 2Gouy WRTMEMY:, RHZSKLEMERR, PR
FTTESN 4HE (%) Mo 23,13, $30,68, P 11,20, C17.30,H 3,733 AN PEIEE Y

4)‘(?198’) 2 H4 Hi3l,



MO4(u3—S) 3(us—0) (p— SzP(OFt)ﬂgESzP(OEt)z] iR Y32 33

Mo 23,88, S 29,29, P 11,56, C 17,93,H 3,76, ﬁm%i/\ﬁo

IR(KBrJE B ) : 2978(m) , 1469(w), 1437(w) , 1385(m), 1284(w), 1158(m),
1095¢(w), 1036(vs), 1014(vs), 958(vs), 812(m), 777(s),649(m),638(m),593(w) ,
526(w), 390(vw), 294(m), 276(w),
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Fiie s MECAD—4 WMRAAT HI EIE HEE. RERE=4R R, ¢ =13.387 (3,
b =13, 997(4), c=16,281(3)Asa =72,81(2)°, 8 =87.92(2)°,7 =84,87(2)°,
v =2903.154 %, RSB RBW —204 5, » HERFERLABREGL Y Mo—Kea §7%
C4 =o.71o73A) s FE 2°<<20<<50° LR NS MAL IX AT §1 5 10598 4>, Hith I>30( 1)
BT 45 5850 4, AEMTHAREMN55.2% « BT RIEFEQOEHE, REXREZAMEH
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® M a4
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Table 1 Statistical Analysis of Diffraction Data and Compared ﬂwith Theo—
ratical Values
B 4 ;| it i
experimental theoretical values
values AL exist § | BXL without
EAD 0.776 0.798 0.386
<EM® 1.000 1,000 1,000
dED -1 0.992 0.968 0.73§
IEAl> 1(%) 30.57 32.00 37.00
1EAI> 2 (%) 4,50 5.00 1,80
IEil >3 (%) 0.46 0.30 0.10
KU ERRAREEWEEN RO, HEBHREOSABRNNYPI., Z=2, &

BREHEE S 1,839 e /B2,
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(£ B E WAL F IO A USRS HRIR TR EBIRSE, A& | F|
i, R=0.,32, EbEM F#TIEEEBRTEESKR. NHEASEBIESE T 8%
o TERABMR/N_FEFRFLITBHIR T, Mo, S, P, ORB & A B ¥ E K
F, CRIB&EARERSH#H. RE I>30(DHTHASNEL,. RERERFR=0,092,
SE—BIER AN EIUHIFERZER 0,38 %, BALBIESRFLITEREITE®W
ERTEERAL, BREHFEEIEEN1.97¢/8°% 8B #ERSDPEFERS, £ PDP —
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#— 7~ [S. P (0Bt ), 1™ B4kt 7 O s
A S EUFBRIE, T18hps — O B &Il Moa(: 3—S);( #3—0)aL(S2P(OEt)2 J3”

ZA Mo T X4 Wi — 4~ [S. P [ —S2P(OEt)2]styE

(OEt ), 1™ fRAR Jo dini JEFE (2, X Fig.1 Configuration of Mos(ug—S)3

A~ Mo J{ FH# R T /@i /< B fr (M 5—0)(S2P(OBt)2)3( #—S2P( OB)2)

A/ R EKR, Hp, &

7E (Mo} U AT E A Mo 1) T HA {MoSs } 7y, KE=THE F (Mo(2) ,
Mo(3) , Mo(4)1 ¥ 5 { MoS:;0 } 75 il e B 13X L LRSS LISN, Mo — Mo 8
KbFEZ . Hib-— 4 (Mo(1) -Mo(n ), un=2,3,4) BMo TG py—S BFEE
2, T H IS — AL PRI ES P CORe Do TR B iR 0Be, HBERARE (19 2,7094) 5 Hi—
H [Me(2)-Mo(3), Mo(3)—-Mo(4), Mo(2)—-Mo(4)] Rl us —O HFHIK, H

£S2 PCOEt ), 1TEL (R TE 5 T 1 7 A [ 5 5k P 26 I Al R IRO RS (2 2 30, 45 i3 19 L Mo
-S-PMLS-P-S % AREEDENEZR. & FHERE &, LMo-S-P ik 110°,
ZS—P—-S i 120°, TX FmER &, LMo-S-P L 90°, £S-P-S i 110°,

WHFE H, EMREFRBRERNZERTFHEEN LIRBN, RANZRBIELERS,
X T R ER TR, FRESXMETARNRREAESERERBE KR, XHHR
FUEHMULS, P(OE ). I- ARKMESH Oh BB EEIR KN ZEEEAT—
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Mo, (113—S) 3(1t3—~0) Tu—S,P(OE )35 5, P(OE ) )57 B 4 4y 35
£: AFEETASHLETHEA
labie 2 he Atomic Coordinates , Fhe:, .1 i
Standard eviations

Wi X0t Ve10'  Z-10* B.ew AL Nelo? eyt ZedD' Bi.
atom alon
Mo(D) 17/3¢1  1803(1) 7008¢1Y 3.05(1) S 05¢5, 20003y 108(3) 24.0047)
Mao(2) 2312(1) 3714 6415¢1) 3. 5( T2y 152(3) 178¢3) 336(3) 23.2(16
Mo(3) 2306C1Y 266201 8193(1)  3.2014) o3 T2 R20Y {R0(2) 14,4(9)
Mo(4) 10D 225701 7305(1)  3.0500) e SLIC3 22020 275(2) 19,1011
o) 3380C1)  2322(4) 7144(3)  4.0CD) (5 13603) §38(20  10(2) 18.0011)
s (2) J16(3)  3115w.) 3936(3)  3.8(1) g J09(3) 76803} 83¢(2) 20,.4(14)
$(3) 907¢3>  1739(3) 8329(3) 3.9¢(D) (7) 163(3) £3402) 12002) 19.3U2)
(D 654> 1169(4) 3809¢1) 4.9(1) "8 38143) 96902 200¢2) 18,2(12)
3 (5 32944 3362¢1) 5060¢ 5.1(1) N T8(21  63(2) 164€2) 14,3(9)
3 (6) 3085C1)  1077(1) 93i2(4 3.7(2) S 32(3) 12 73(2) 16,711
s 2027(H  2000) 78111 5.5(D) e 173(2) 8892y 434(2) 11.4(9)
S® S1179CH)  2369C4) T033¢4)  4.9(1) SCI2) 287(2) YU 2) 44242) 11.3(9)
S 9541(4)  9263(4) 3337(1) 5.0(D CW3y  807(3) 325(3) 30142) 22.9(11)
s (0 3707¢4)  (801C1) B457¢4) 4.9(D D S14C4) 218¢3) 291(3) 25.7(0)
s (D 1655¢4) 5118(1) 5446(6) §.1(D C(13) 378(2) 610(2) 120(2) 12.1(7)
s (12) 3823(4)  3158(5) 8562(4) 5.8(2) C(16) 105(2) 701(2) 345(D) 10.1(7)
NEQES] 1734C1)  3090(5) 9554(4) 35.8(2) CUD K392 06(2) 96(2) 16.200)
san 503C4)  1910(4) 8565 £.9CD) £e18) 713(3) 371¢3)  13(3) 22,0(()
S (15) 562(4) 1628(4) 8537(4) §.1(D) C19) 388(2) 221(2) 762 16.0(0)

J39)) 28184 2358(4) 4822(1) 4.7(D Ce20) 136(3) 232¢2) IT6(2) 18, ()

P(2) 6617C¢4)  -30(L) 1285¢4 4.0C1) cen 27C2, 402(2) 116(2) 22,3

P(3) 350(4)  3869(H 2832(4) 4.7C(D) C(22)  945(3) 333(3) 113(3) 27,2(0)

P 71394 1040C1) 4272(4) 4.6<1) C(23)  290(2) 520(2) 266(2) 16,0(]0)

P() 3016(5) 3699(5) 9520¢4) 7.0€2) Ceo 382(2) 467(2) 243(2) [5.4145 .

P(6) ~960C4) 4944¢4) TTIE(H) 5, 1D

(D 1870¢11) 2677C11) 4187(9) 17.8¢6)

0(2) 3614(10) 2002411) £169(9) [4.7(5)

a3 §490(11) 1053(11) 601(10) 16,5(6)

o X¥))] 5534(11) -73(13) 1727(11) 17.9(6)

9(5) 989(9) 9502(10) 1887(10) 15.040)

0(6) [706(10) 9276(10) 3304(10) 16.0(5)

0w 7384(12) 3168(10) 3840(11) 16.9(6)

0(8) 4574(10) 3400(9) 5091(9) 13.5(4)

I 7256 (16) 5096(12) 596(15) 23.5(9)

oun 3599(14) 3450(15) 351(12) 21.9(8)

012 476(15) 4189(12) 204111) 19.5(7)

0 2164(11) 4730(12) 2232(10) 17.1(6)

1670(8) 4021(9) 7461(8) 12.2(N
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Teble 3 Bond Distance- and Their S uadard Devialinns
# bond $E (Adlength # bond KE(/Q\)lengti:
Mo() -~ Mo(2) 2.716(4) P -0 2,645(10)
Mot Mo(3) 2.704(2) P -0(2) 1,604(10)
Mo(I) - Mo ) 2,706(1 P(2)-0( 1,612(9)
Mo(2) ~Mo(D) 2.837( P(2)-0¢D 1,593(10)
Mo(2) ~ Mo(4) 2.847¢1) P(3) - 0(5) 1,574(10)
Mo(3) - Mo(d) 2.838(1) P(H~-0®) 1,613(9)
MoD) - S 2.870(3) P(4)~O(7) 1,585(10)
Mo(2) - (19 2.347¢3) P - 0(8) 1,578(9)
Mo(3) - S<D 2.824¢0) P(5)-0(9) 1,650(13)
M2 - S 2.340(3) P(5‘>.:0.(1o> 1,51913)
Mo(1) ~ S(2) 2,391(3) P(6) -0UD 1,578411)
Motd) - S 2.33303) P(6) - 0(12) 1.641(10)
Mol - S 2.987(H) o) ~-C(D 1,992(12)
Ma(3) - S(3 2,337(3) 0 =C(3) 1.568(5)
Hoth) =55 252309 R ot
i e | e
o0 20787 0 -CcUn 1.607(10>
o ~-CU3) 1.585(11)
Mo(D) - 8¢ 2.586(4) 0(8) ~C(15) 4. 560(9)
Mo(1) = $49) 2.584(3) 09 -C(17) 1.880(12)
Mo(D =S 2.607(4)" 010y - C(19) 1.637016)
Mo(3) - S5(6) 2.581(4) 011 ~C 2D 1.560(12)
Mo(3) —S(12) 2,570(4) 0(12)"C(23) 1.524(10)
MO(3)“'S(‘13) 2,534 C(1)-—£‘_(2) 1,681(0)
Mo(2)~5(5) 2.575(4) €@ -C® 1.575(0)
Ma(2) ~510) 2.529(3) C(5) -C(6) 1.582(0)
MO(Z)_'S(II) 2.54\0(3.) C(7)"‘C(8) 1.594(0')
Mo($) - S(® 2,579(3 C(9—~C10) 1.579¢0)
Mo(4) - 5(1D) 2.533(3) cCun-cu 1,690(D)
Mo(4) - 5(15) 2,545(4y C3)-CH) 1.55500)
S =P 1.970(5> C(15) - C16) 1.548(0)
$(5) = P(D) 1,883(5) can-cam 1.796¢0)
$®-P@ 1.96645) Cu9 ~C20) 1.897¢0)
$(7) = P(2) 1.97615) CD~C(2D) 1:538(0)
S8~ P(3) L.977¢5) c@s)-can 1,485(0)
59 -P@D 1.995(5)
S(10) ~ P(4) 1,987(5)
SUD ~P(4) 1,968(5)
$(12) - P(5) 1.958(6).
$(13) - P(5) 1.976(6)
S(14) - P(6) 1,963(5)
S(15) - P(6) 1,972¢5)
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Table 4 Bond Angle Values and Their Standard Deviations

X4 BAEAERGEARAME

@& M bond angle

Q8

# A bond angie

[ 148

'

Mo(2) - Mot ~ Ma(3)
Ma(l) - Mo(2) - Mo(3)
Mo(2) ~ Ma(3) ~ Mo(D)

Mo(1) - Mo(2) - Mo(d)
Mo(2) - Mo(1) - Mo(4)
Mo(2)~Ma(4) - MOCD)

Mo - Mo(3) - Mo(4)
Ma(3) - Mo(1) - Mo(4)
Ma(3) - Mowd) ~ Mo(1)

Ma(2) - Ma(3) - Mo(4)
Mo(2) - Ma(4) - Mo(3)
Mo(3) ~ Mo(2) - Mo(4)

Mo(1) - SC1) — Ma(2)
S - Mo(l) ~Mo(2)
S ~-Moa(2) ~Mo(1)

Mo(1) =S(1) = Mo(3)
SC) - Mo¢l) ~ Mo(3)
S(1 - Mo(3) ~ Mo(1)

Mo(2) - S(1)~Mo(3)
SCD - Mo(2) - Mo(D)
S{1) —Mo(3) - Mo(2)

Mo(l) = S(2) ~Mu(2)
$(2) =~ Mo(D) ~ Mo(2)
§€2) - Mo(2) ~ Mo(D)

Mo(1)—S(2) ~ Mqe(4)
$C2) -~ Mo(l) - Mc(4)
S2)~Mo(f)~Mo(l)

Mo(2) - 842) - Mot4)
8(2)-Mo(2)—Mo(4)
Sy -Mo(4)—Mo(2)

Mo(l) - S¢3) - Mq(4)
§€3)~Mo(l)~Mo(4)
S(3)~Ma(4)—Mo(1)

Mo(1) - S(3)~Mo(3)
S(3)=Mo(1)~Mo(3)
S(3)-Mo(3)-Mo(l)

Mo(3)—8(3)~Mo(4)
S(3)—Mo(3)~-Mo(4)
S5(3)—Mo(4) ~Mo(3)

63,11(H
58.23(4)
58,66(4)

58.14(4)
63.35(0)
58,51(4)

§8.38¢0)
63,29(4)
58,33¢40)

60,23(4)
59,86(4)
§9,91(4€

70,32(9)
54,45(8)
55,23(8)

70,34(9)
54.04¢9)
55.62(8)

74,78(10)
5221000
52,98(8)

70,07¢92
51,09(8
55,84(8)

69.87(9)
54.07¢8)
56,06(8)

75,07(10)
52,36(8)
52,58(8

70.16¢10)
53,85(8)
56.05(9)

69.83(9)
54,22(8)
55.95(9)

75.03(10)
52,26(8)
52,70(8)

Mo(2 -0 -Mo(3)
o(2) = Mo(3)
Yo(3) - Mo(2)

4 32)-0~Mo(4)
0 - Mo(2)- Mo(4)
0 ~-Mo(4) -Mo(2)

Ma(3) - 0 — Mo(4)
N Wo(3)—Mo(4)
N Mo(d)~Mo(3)

S - Mo(1) —S(9
S(2)~Mo(l) =S
5(3)~ Mo(1) ~ S(4)
S(7) = Mo(1) - S(D)
S(7) =~ Mo(1) ~S(3)
S¢7)~Mo(I) ~ S€9)
Sy ~Mo(1) —~ (4)
§¢2) - Mo(1) =51
S¢2) =~ Ma(D)~ S43)
5¢2)— Mo(1) -~ 5(9
§¢2) - Mo(1) - S(
$¢I) - Mo€1) = 5(3)
$(3) - Mo(I) =549
§(9) - Mo(1) - 5¢4)
S — Mo(1) =S

0 = Mo(2)— S
0~Mo(2)—S(10¥
0 -Mo(25~-SU1)
0 ~Mo(2)-5(2)
§(8) —Mo(2) ~S(1)
$¢5) - Mo(2) - 5¢10)
S(5) - Mo(2) - S(1Y
5(5) ~Mo(2)~§(2)
S¢1) = Mo(2) - 5(10)
§(10) - Ma(2) ~S(11)
S ~Mo(2) - S(2)
$(2)~Mo(2)~8)
0 -Mo(2)-S(5)
S ~Mo(2) - 51D
S(2—~Mo(2)~SW10)

88.28(33)
46.32¢22)
45.41(24)

87.83(33)
46,52(21)
45,18¢23)

86.82(30)
46.96(20)
46,2222)

157.86C12)
158.93¢12).
158.78(12)
88.80(12)
83,0%(12)
76.95(12)
77.3U
106.42¢1D
105.82¢11)
84.01C11)
89.62(11)
106,05(12)
89.18(12)
77.83¢12)
82,68(12)

97,48(24)
89,90(23)
91,47¢20)
98.06(22)
84.73(12)
81,36¢12)
84,25(12)
89,5012)
87.8111)
77,4811
84,27Q21)
108,84(11)
170,92(23)
162,771
160,27¢12)
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Table 4 (continued)
>

g f1 bonad angle REC) @ fM  bond angle ()
0 - Mo(3y - S(6) 171.07¢25) S(8) - Mo(4) - 5(3) 89.70(11)
S - Mo(3) - S 159.46(12) S(8) = Mo(f) -~ S(2) 81.3012)
§(3) Mo(3) - S(I2) 162,02(13) S8 - Mo()) - SI1) 81,53(12"
0 - Mo(3) - S 97.32¢24) $(8) - Mo(4) - 5(15) 82.28(12)
0 Mo(3)- S 98.27(22) $(2) Mo -8(3) 109.84C12)
0 Mo(3)- $(13) 90,35(26) S =~ Moty - SUID 87.12(12)
0 Mo(3)-S12) 92,4727) S -Mo(h) - S5 R3.47(12)
5(6) - Mo(3) - S(D 39.90¢15) S(ID - Mo - S(I5) : 77.71¢12)
>(6) = Mo(3) = 53 | a0 Moy -sn-py | 105.96ap
$(6) ~ Mo(3) - $(13) ! $1.12010) Fol2) - $C5) = Pty : 105 820180
S(6) - Mo(3) - S(12) , 43,111 Mo(3) ~ S(8) - 1P(2) ! 106,95(19)
S(D - Mo(3) -5 | 10922012 MoiD -G 1 } 107.85019)
S Mo s R ENTIOES Moty - S8y - P2y | 10652 16)
S€3) BIo(3) - S(13) 98330 Molly - () - i) 107.0219)
313 Mo(3) - 512) | 7707(1D

I Mo(2) = S(10) - P(4) $7.78(16)
9 - Medd) 548 | wlasen Mo(2) - SUD - P(D) $7.85016)
Y3 - MoCh S Loo160.10012) Mo(3) - SU2) - P(5) 86.47(18)
S(2) Mo - s(15? 5 61,0401 MO(S)"S(VI-?)*I’(S)‘ $7.61020)
9 - Motd) =508 ‘ 97.98123) Mo(1) - SUD - P(6) 86.76017)
9 Moen @) oo J6.EsD Mot4) ~ S(15) - P(6) $6.20017)
- Mo(4) - N(14) 90,00(23)
0 - Mot - 5¢13) 94.65(25)

5 ERNZRBIER, BEFORAEZARERERET, He0 MEHETRE5H 8 (F|
{8, XETRHFRFEETRERAWER. BRE. BRETXMREF LML LN EH
HEBOEHLENT R,

BoY: ESRh BT ~ BREEIERNE » RFTAMGHEE S5 RS T RN » W8 o

8 X x M

L) A% BXRE BB XL EE%, 5 THESKSEHR 3,345—352(1984)
(2] BXHE., &, SEE, Acta Cryst., C40., 759—761(1984),

[3]1 FAS . MERE. &S, B, ZWL%E @D 3, (2), 14701980 .
(4] A7, FE2. &€k, SRS, SWL¥ & 3, (2),151(1984)



MOsCuy -S)uluy G u=—-52P(OFE )73 2 (QE ) s BB & 4 39

CRYSTAL STRUCTURE OF
_M04 (HS—S)?) ([,LS—O)[M—SzP(OEt)zj?)ESzP(OEt)zj?,

Wu Dingming Huang Jinling
(Fujian Institute of Research on the Structure of Matter; Chinese Academy of Sciences)
Huang Jianquan

(Department Chemistry, Fuzhou University)

The crystal structure of the tetranucleus Mo cluster compound Mo,
(s = S) s (s — O~ S; P(0Et ), 1,[S; P(OEt ), Js,has been determined by X-ray
diffraction method, The crystal belongs to triclinic with «=13,387(3),
b=13,997(4), ¢=16,281(3) (A), @ =72,84(2)°, B =87.92(2)°, 7 =84.87(D)°,
z=73 space group P 1.The atomic coordinates were solved by direct method
(MULTAN -80) and refined by full-—matrix least squares procedure to
final discrepancy factor R=0,092, The results of the investigation reveal
that the cluster .+mpound zrystalized in a neutral complex-type molecule,
The central core of the cluster compound is ( Mo;S:0), a cubic like
configuration, Each Mo atom is coordinated in a distorted octahedral
form, The differences of structural parameters hetween bridge and terminal

[S,P(0Et ), " ligands were discussed.

Keywords: tetranucleus Mo cluster compound erystal structure



