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a=13.176(4), b=11.699(3), c=18.526(4)A, p=116.11(2)° , V=2564(3)A%, Z=2,
D,=1.776 g+ cm™. {Uf£ HOL B4 A4, M L=2n+1 RS HEMN. Lit8, A P2/c
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Table 1 Positional Parameters and Their Estimated Standard Deviations

atom x y I z B(AD
Mo(l) 0.5578(1) 0.7771(2) 0.33243(8) 4.53(4)
Mo(2) 0.5900(1) 0.6076(2) 0.23179(9) 4.85(4)
S() 0.5982(5) 0.5832(6) 0.3609(3) 7.3(2)
S(2) 0.6369(4) 0.8018(5) 0.2418(3) 6.4(2)
S(3) | 0.5653(4) | 0.9890(5) 0.3578(3) 6.02)
S4) 0.7563(4) 0.9019(6) 0.44438(3) 6.4(2)
S(5) | 0.6095(5) | 0.3959(6) 0.2206(3) 7.2(2)
S(6) 0.8033(4) 0.5804(6) 0.2987(3) 7.3(2)
P(1) 0.7228(5) 0.9661(6) 0.4413(3) 6.5(2)
P(2) 0.7760(5) 0.4177(6) 0.2749(3) 7.6(2)
o) 0.6114(9) 0.619(1) 0.1237(7) ! 6.2(4)
0(2) 0.4876(9) 0.764(1) 0.0636(6) ' 5.4(4)
0@3) 0.7425(12) 1.017(2) 0.5255(7) ‘ 9.4(5)
O(4) 0.8121(12) 1.047(2) 0.4306(7) ‘l 9.7(5)
0(5) 0.8383(12) 0.339(2) 0.3524(8) 10.6(5)
0(6) 0.8359(12) 0.367(2) 0.2240(8) 10.9(5)
c() | 0.560(1) 0.688(2) 0.068(1) 6.1(6)
C@) 0.580(2) 0.691(2) ~0.009(1) 6.5(6) *
C(3) 0.668(2) 0.982(2) 0.565(1) 8.1(7) *
C(4) 0.743(2) 0.940(3) 0.644(2) 10.6(8) *
C(5) 0.827(2) 1.025(2) 0.356(1) 9.5(8) *
C(6) 0.943(2) 1.0554(3) 0.379(2) 12.2(10)
C() 0.808(2) 0.353(2) 0.419(1) 9.3(8) *
C(8) 0.919(2) 0.327(3) 0.490(2) 12.5(10) =
C(9) 0.792(2) 0.395(3) 0.130(2) 12.4(10) *
C(10) 0.884(3) 0.399(3) 0.126(2) 12.4(12)

1. Starred atoms were refined isotropically.
2. Anisotropically refined atoms are given in the form of the isotropic equivalent thermal
parameter defined as: (4 / 3) * [a2 * B(1,1)+b2 * B(2,2)+c2 * B(3,3)+ab(cos gamma)

* B(1,2)+ac(cosBeita) * B(1,3)+bc(cosALPHA) * B(2,3)].
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ME 1 A AE S, HA g (cluster core) RAE XKL M AL 1Mo, S, B+ 4 4 Mo
EFEH R BHRBERNEER. 54 Mo BEFH 3 M u,-S)EF. 243K HANE-dtp 9 S
FEFURE 1A% HHRBE-0Ac T O KRNI /\FA.

1 MoS(u—OAc),(dtp), Hi5> T-454
Fig.1 Configuration of Mo,S,(u—OAc),(dtp), molccule
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Table2 Bond Distances in Angstroms

atoml atom2 distance atoml atom2 distance atoml atom2 distance atom] atom2 distance
Mo(1)~-Mo(1A) 2.748(2) | Mo(1)-S(3) 2.517(4) Mo(2)-S(2) 2.340(4) | S(5-P(2) 1.987(6)
Mo(1)-Mo(2A) 2.879(2) | Mo(1)-S(4) 2.543(4) Mo(2)-S(5) 2.508(4) | S(6)-P(2) 1.951(7)
Mo(1)-Mo(2) 2.665(2) | Mo(1)-0O(2) 2.170(8) Mo(2)-S(6) 2.542(4) | P(1)-0Q3) 1.572(9)
Mo(1)-S(1) 2.337(5) | Mo(2)-Mo(2A) 2.739(2) Mo(2)-0O(1) 2.145(8) | P(1)-0(4) 1.593(10)
Mo(1)-8(2) 2.351(4) | Mo(2)-S(1) 2.364(4) S(3)-P(1) 1.989(5) | P(2)-0(5) 1.595(10)
Mo(1)~-S(2A)  2.335(4) | Mo(2)-S(1A) 2.331(4) S(4)-P(1) 1.966(6) | P(2)-0(6) 1.587(10)

* The atoms gencrated by the two—fold axis are labelled by the corresponding atom numbers plus lctter “A”

in table 2 and 3.

EEY (M) F Mo—Mo &K, HBEKINSFIH 2.746(2). 2.805(5), IEBFEEM N
2.856(2)(BR). 2.865Q)HAR)A, Ty 2833A; WESY (1) ¥ Mo—Mo K, MHEN
2665 (2) (BtB), SE N 2.740 (2). 2.748 (2). 2879 (2) (HH) A, T¥2763A. %
HWEHE M Mo—Mo @R R MR LHRX-0Ac H—dtp Mk, B, B-OAc HiEtm
Mo—Mo &+ ( (I1) ) BTP—dtp HE( (1) ) M Mo—Mo K., 7 Mo, &Y
HELER @ .
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Table 3 Bond Angles in Degrees

atoml atom2 atom3 angle/ ° atoml atom2 atom3 angle/ °
Mo(1A)-Mo(1)-Mo(2) 56.49(3) | Mo(1A)-Mo(1)~-Mo(2A) 64.23(4)
Mo(2)-Mo(1)-Mo(2A) 59.06(5) S(1)>-Mo(1)-S(2) 98.7(1)
S(H-Mo(1)-S(2A) 109.6(2) S(1)-Mo(1)-S(3) 158.1(1)
S(1)-Mo(1)—-S(4) 82.9(1) S(1)-Mo(1)-0(2) 82.0(3)
S(2)-Mo(1)-S(2A) 106.4(1) S(2)-Mo(1)-S(3) 91.1(1)
S(2)-Mo(1)-S(4) 87.2(1) S(2)-Mo(1)-0(2) 170.3(2)
S(2A)-Mo(1)-S(3) 86.0(1) S(2A)~-Mo(1)-S(4) 159.4(1)
S(2A)-Mo(1)=-0(2) 82.3(2) S(3)-Mo(1)-8(4) 78.1(1)
S(3)-Mo(1)-0(2) 85.1(3) S@)-Mo(1)-0Q) : 33.3(2)
S(1AY-Mo(2)-0(1) 170.3(3) S(1A)-Mo(2)-S(6) 86.8(1)
S(1A)-Mo(2)-S(5) 86.1(2) S(1A)-Mo(2)-S(2A) 109.6(2)
S(1)-Mo(2)-0(1) 81.6(3) S(1)-Mo(2)-S(6) 158.92)
S(2A)-Mo(2)-S(6) 83.5(2) S2A)-Mo(2)-S(5) 158.8(1)
S(5)-Mo(2)-S(6) 77.6(2) S(2A)-Mo(2)-0O(1) 82.8(3)
S(6)-Mo(2)—-0O(1) 83.8(3) S(5)-Mo(2)-0(1) 85.7(3)
Mo(1)-Mo(2)-Mo(1A) 59.28(5) Mo(1)-Mo(2)—Mo(2A) 56.58(3)
Mo(1A)-Mo(2)-Mo(2A) 64.36(4) | S(1)-Mo(2)-S(1A) 106.7(1)
S(1)-Mo(2)-S(2A) 98.3(1) S(1)-Mo(2)—S(5) 90.2(1)

SRTRBE: B AW ()% b BRI KR —dp 1R R 5% kB A 91 (T)FF
Mo, S SIS AL, Mo Ji T TARLALL B Mo JF 1074 A (3R 4§

FAE, FHIXAHE AW NWBSRL TR A M A . XU, AR B R A
HANERSR S R R TS, B—H, bR A—OAc ZEFE R IR -F RURLR 25 o]
REBAAO RS, — R BBAE AR AR S e R O, T T AR B i B AL, B
RN S, MRS BRI B R R—dtp, TR EIRE—dtp WATN. TEHIE R
e, BREAY CBEART LT LE B ERAR IR R SR T AR, Lk
Bl ASCEERBR T WS B AR AW TR E S WX Fa R A EAN
BB,
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SYNTHESIS AND CRYSTAL STRUCTURE OF Mo S (u—0Ac),(dtp),
Lin Yuhui WuDingming Huang Jianquan Huang Jinling

(Fuzhou Laboratory of Structural Chemistry and Fujian Institute
of Research on the Structure of Matter, CAS, Fuzhou, 350002)

The title cluster compound (1) was obtained by the recaction of the cluster compound
Mo, S (u—dtp), (dtp), (2) with Ni(OAc),. The crystal belongs to monoclinic with space group
P2/ ¢, a=13.176(4),b=11.699(3), c¢=18.526(4)A; B=116.11(3)° ,V=2564(3)A3, Z=2,
D,=1.776g + cm™. The structure analysis indicates that (O,CCH,)" ligands sclectively substi-
tute the bridging (dtp)” ligands. Mcanwhile the terminal (dtp)” ligands arc not substituted. Tn
the results, the new type of Mo, cluster molccule where the structurc contains two specics of
bidentate ligand is prepared.

Keywords: Mo, cluster ligand substitution reaction  crystal structure



