D000 http://iwww.cqvip.com|

6 35 x k& ¥ ¥ Vol. 19, No. 6
200?’1?: 6 A CHINESE JOURNAL OF INORGANIC CHEMISTRY Jun., 2003

Dawson B ERE R

HmEN - TNESY

[{Y(DMSO)s(H20)3} {Y(DMSO)s}][P.Wis0¢e2] * 2DMSO - 2H.0O
ER EREREEH

EF FEX

+FH*

(T RXFAFLTFER, F4H 475001)

LA a-HeP2W 3062 *

nH,0, Y>0;, DMSO( — B W) HFEHR &M T Dawson EHEBELREAMLA Y, - TVLE S [(Y(DMS0)s

(H20)} {Y(DMS0):} 1 [P,W150s2] - 2DMSO - 2H0(1), (b A S &R TR AR R, P2/ c 25 [EBE, M, =5803.06, a =1.7614(4)
nm, b=3.1527(6)nm, ¢ =2.1523(4)nm, B8=90.40(3)°, V=11.963(4)nm?, D.=3.222g * cm™*, . =18.566mm ', Z =4, F(000)
=10464. 0 173402 NAMPFHE[I = 20( D VATRHEFANSHESE, B —BHEEF R=0.0745, wR =0, 1438 MR T
=W, LAYTFET YV EFHIECHESIARMMBEE=HEHRE, CVITHIMARNA, HELEYFTHET (pH=
S.OFERESERSR, SR TFHEKKI1,1,1,1,2, &P IR M X- HAMTHERERN, ASEXH TREBETERS

BB FZaFERRMMBEER,.
XA Dawson £544 4580 i
HE: 0611. 66

RERBRERMI I —KREEBEEEY, BRAS
FHERMYE. 775 TFTRITHMAEAOFEL U, B&
RERBATEIBRFRESHNR FTHRES S,
EREN - ENESY, XXELSYWEREAERLRD
YIEMER, T, B, BMNBSOERARENNA
iz ¥, XHTEHYTEECEARALRE® Y, BER
HEHREI - TVNEGWEHRP, A TERE
B FZE BARFESE EEE ) FHERsl %H
EEA, BdETEANL KRS, BFEXKESYH HE
BREARZEZ. RIS FRITHABEDR X, MXE
ZHPsIANEREF, BNRESEE TE5RNE
EE AL, IR IEXT B VLG R ER 7, F iR & &
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a-HeP2W 306, + nH,O ﬁ{ﬁj{ﬁ (8. 91 %‘J%, #lﬁ
LTI RSN IE R, DMSO, 38k . E4Zyh
586, C . H.N JTE 4 7 {# A Perkin-Elmer 240C %!
JCE ST L4615 A Nicolet1 70 {37 bt 28 ¥
5 i, KBr E K, FEE 400 ~4000cm ~'; M
43 #7 % A3 Perkin-Elmer7 BIHE 247 (U B, SR K
R, FHEBEE MERF 700C, FBREER 10C -
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1.2mL DMSO, 7 90°C T #{# /i 10min, ¥ ),
HuE, MEBRTMALBRESENEREERL
ZBEL, BHE, FRAAKENE (TR 4
65% ) o TLEDT: 7 FZ CioHi00082P2SisWis Y2 ( Mr =
5803.06), it B (% ): C 6.20, H 1.72, S 8.27; 5
{8 (%): C6.27,H1.81,S 8.34,
1.3 BREHSH

HEUR 2% 0. 30mm x 0. 28mm x 0. 20mm K B
ShEE &, 7E Rigaku-RAXIS-IV E#H1X £, KA Mo Ka
STER, 7E 293(2) K T U EMFEEE, TMEMmTHR
¥ 17342 1~, T EN, Za&EBEMRR,
P2,/ ¢ ZS(a 8%, M.=5803.06, a=1.7614(4) nm,
b=3.1527(6) nm, c¢=2.1523(4) nm, B=90.40
(3)°, V=11.963(4) nm?, D.=3.222g *cm™>, u=
18.566mm ™', Z =4, F(000) = 10464, i A B A LP
HF&KE, AEEEEIN2NESREF445, HE
SHRMER/N_REFEE, BEAREETF R=0.0745,
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Apuia = —2570e « nm~°, FrF it 8 ¥4 H SHLEXS-
97 B, 7£ PII-773 i+ B ML L #1T,

CCDC: 199158,
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BRI L M, FHDMSORLUS=08LHE
FFr5&REFAERMER, MESHEIESH
TR BERIER

AR S B ERBRYaIEE, K
REAAYH W-0. BIRSHELHE TH 6 MKE,
W-0,-W ) — 1 IRshE Mg 74 8 ME, &
HEHE 7 S FABRNEM.

INEHEMBTERNETAIER, KRER
AIE B A s ik, AEE MR S W-0,.W-0,-W &
HiRshig 4T —ERBENMLE, XRATREHN
BTFHRHE W BEHBAEFER W, HEXL
BEMHNEFHERFFZEEREET Z,

2.2 mEER

B EsTFRT(LAILH
14 [Y(DMSO) s(H:0) ;] °**(1) BERiFAETF, 14
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ZHET, 2/ WS DMSO B FRM2 N HEER
H.0 5+ FHIMR, 2 MRE FHEMABEAR, Y (1)
BFHA3IAENM O EFRE H0 4F, HEXFR
H DMSO #+F, M Y** (2)EF+ 8 AFfi O JRF1
¥ 8 DMSO 4+F (S9, SR WEFHNELRF, 5B X
¥4 0.5), 24 YR F 8RB R AR SUE
=REMRE, LY Q)BT HHI(E 2), 07A, O8A,
09A, O10A 4 T, 08A, 09A, O12A, O13A 4 MNR
F#1 07A, O10A, O12A, OI13A 4 NEFAJHAR=

B1 tRELESYHS TFERE

Fig. 1 Molecular structure of the title compound

X1 FHEASHBREAXLULESHOIEBERIEIA
Table 1 IR Spectra of the Title Compound and Related Compound (cm™!)

vu(P-0) Vu(W-0,) Ve (W-0p-W) v(S-0) v(C-H)
1 (yellow) 1091.2 956. 8 912.1,787.8 1009 3009. 6,2920. 8,1414. 4
1 (blue) 1092.3 959.4 910. 8,782.5 1008 3008.1,2929. 7, 1412. 5
a-HsP:W 13062 1090 961.3 912.7,780.2
DMSO 1047 2996. 4, 2912. 8, 1437. 1
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Fig. 2 Coordination environment of Y*>*(2)
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0. 169nm, O6A EEET O8A, 09A, 0124, O13A FF#EF
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FEOFRTE Y (1) ETFHEAE (Y-ODMSO) it
24 0.2325(16) nm, & Y** (2) B2 B T H Y-Oowmso

MK T 0.0033(17) nm, HEREATHER Y** (1)
EETHE 3 MERN 02 FSE5EA, &
BB/, AN Y EEFHRN S-0 BRI
F 0.142(2)nm B 0. 155(3) nm Z {8}, F3F FHrEL
& iF B DMSO 4T #) S-0 84 (0. 164
(5) nm), BEgGE, EHEAEYPHRARLUE
M B, BTE 2 5B DMSO o T#% A
AR, S Y (1) BFRAENIAN K TFER
ZHETRBENSFZRMFEER (WTHR),
Bk, NBEERKRAZERE, H.0 7 THS 5EAA
fib & 3t dh ik 0 ER B R B HAER

FAE B Dawson 51, ‘B W LAEEH Keggin
LER T A BB A a-PWo0ss’ 38 TC 45 & AR B9 Xt R
HIEBLF D BFEC 2, AL H 2 1 PO, U
A F0 18 1 WOs /T 8 T 3h i S 3t S AHE E N
M, 84 PO WHEEXM MR Cs, 2 4 PO, T i
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G RAEBA, Hd, PO(1)HE) P-O @K RN
0.1533(13) nm, H P0.(2) % P-O @E-HRKE T
0.0026(13) nm; O-P-O @8 AT PO.(1) HLTF
105.4(7)°~112.0(7)°Z i@, 7E P0s(2) w4t F
107. 7(7)° ~ 111. 3(7)°Z i8], AAX} F IE I M 4 0 42
£ (109. 5°) B ARIREMKRIK K 4. 1(7)°F 1. 8(7)°, &
B PO.(1) MEA MR EE K, TRERS 2 1Bl
BT R B .

FAE FHRAFERMSBRET, 5505 RO

xR2 HREBLAEYHEIERK
Table 2 Selected Bond Length of the Title Compound (nm)

Ww(1)-0(1) 0. 1690(14) W(3)-0(20) 0.2002(16)
W(1)-0(22) 0. 1907(16) W(3)-0(58) 0.2384(11)
W(1)-0(20) 0. 1908(15) W (4)-0(4) 0. 1687(14)
W(1)-0(23) 0. 1909(16) W (4)-0(32) 0. 1859(12)
W(1)-0(19) 0.1934(14) W (4)-0(33) 0. 1907(12)
W(1)-0(58) 0.2383(11) W (4)-0(35) 0. 1922(12)
W (2)-0(2) 0.1716(14) W(4)-0(24) 0.1935(13)
W (2)-0(19) 0.1897(14) W(4)-0(56) 0.2338(14)
W (2)-0(27) 0. 1902(15) W(5)-0(5) 0. 1740(15)
W(2)-0(26) 0. 1905(13) W(5)-0(36) 0. 1868(13)
W(2)-0(21) 0.1946(13) W(5)-0(31) 0. 1892(13)
W (2)-0(58) 0.2374(12) W(5)-0(32) 0.1916(12)
Ww(3)-0(3) 0. 1675(13) W(5)-0(25) 0. 1928(15)
W(3)-0(25) 0. 1885(16) W(5)-0(55) 0.2368(12)
Ww(3)-0(21) 0. 1904(15) W(6)-0(6) 0.1732(13)
W(3)-0(24) 0. 1906(15) W(6)-0(37) 0. 1885(13)

W (6)-0(26) 0.1896(13) W(9)-0(9) 0.1692(14)
W (6)-0(30) 0. 1909(12) W(9)-0(28) 0. 1896(16)
W (6)-0(31) 0.1937(11) W(9)-0(23) 0.1911(16)
W (6)-0(55) 0.2354(12) W(9)-0(34) 0.1915(13)
W(7)-0(7) 0.1720(12) W(9)-0(33) 0.1916(15)
W(7)-0(29) 0.1881(11) W(9)-0(56) 0.2402(12)
W (7)-0(30) 0. 1903(12) Y(1)-0(4A) 0.229(2)
W (7)-0(38) 0. 1920(14) Y(1)-0(3A) 0.2318(19)
W (7)-0(27) 0. 1921(15) Y(1)-0(24) 0.2333(17)
W(7)-0(57) 0.2367(12) Y(1)-0(3W) 0.2336(15)
W(8)-0(8) 0.1683(13) Y{(1)-0(5A) 0.2340(17)
W (8)-0(39) 0. 1887(13) Y{(1)-0(1A) 0.2348(14)
W (8)-0(28) 0.1902(14) Y(1)-0(1W) 0.2391(18)
W (8)-0(22) 0. 1922(15) Y(1)-0(2wW) 0.2417(17)
W (8)-0(29) 0.1957(14)

W (8)-0(57) 0.2377(13)
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Table 3 Selected Bond Angles of the Title Compound (°)

W(2)-0(19)-W(1) 123.5(9) W(6)-0(55)-W(5) 90.3(4) 0(4A)-Y(1)-0(1A) 72.5(6)
W(1)-0(20)-W(3) 119.9(10) P(1)-0(56)-W(4) 129. 2(8) 0(3A)-Y(1)-0(1A) 142. 4(6)
W(3)-0(21)-W(2) 122.6(8) P(1)-0(56)-W(9) 125.9(8) 0(2A)-Y(1)-0(1A) 71.9(6)
W(1)-0(22)-W(8) 149. 6(9) W(4)-0(56)-W(9) 89.9(4) 0(3W)-Y(1)-0(14) 140.7(5)
W(1)-0(23)-W(9) 153.2(8) P(1)-0(57)-W(7) 127.3(7) 0(5A)-Y(1)-0(1A) 75.6(6)
W(17)-0(49)-W(14) 149.7(7) P(1)-0(57)-W(8) 126. 1(7) 0(4A)-Y(1)-0(1W) 69.3(7)
W(18)-0(50)-W(10) 149.9(10) W(7)-0(57)-W(8) 90. 0(4) 0(3A)-Y(1)-0(1W) 73.9(7)
W(18)-0(51)-W(15) 149.1(8) P(1)-0(58)-W(2) 126. 1(6) 0(24)-Y(1)-0(1W) 79.5(7)
W(18)-0(52)-W(17) 123. 4(8) P(1)-0(58)-W (1) 124. 6(6) 0(3W)-Y(1)-0(1W) 74.4(6)
W(17)-0(53)-W(16) 121.2(7) 0(4A)-Y(1)-0O(54A) 146.2(7) 0(5A)-Y(1)-0(1W) 142.5(7)
W(18)-0(54)-W(16) 121. 0(8) 0(3A)-Y(1)-0(54) 71.9(7) O(1A)-Y(1)-0(1W) 128.2(6)
P(1)-0(55)-W(6) 130. 0(7) 0(2A)-Y(1)-0O(5A) 83. 0(8) 0(4A)-Y(1)-0(2W) 78.0(7)
P(1)-0(55)-W(5) 128. 6(7) O(3W)-Y(1)-0(5A) 106. 1(6) 0(34)-Y(1)-0(2W) 121.2(7)
W(3)-0(24)-W(4) 149.8(7) W(2)-0(58)-W(1) 90. 3(4) 0(24)-Y(1)-0(2W) 142.3(6)
W(3)-0(25)-W(5) 151.5(7) P(1)-0(58)-W(3) 124. 2(6) 0(3W)-Y(1)-0(2W) 70.5(5)
W(6)-0(26)-W(2) 152.1(7) W(2)-0(58)-W(3) 90.5(4) 0(5A)-Y(1)-0(2W) 81.6(6)
W(2)-0(27)-W(7) 150. 6(7) W(1)-0(58)-W(3) 90. 5(4) 0(14)-Y(1)-0(2W) 71.0(5)
W(9)-0(28)-W(8) 150. 1(9) P(2)-0(59)-W(15) 127. 1(7) O(1W)-Y(1)-0(2W) 130.3(6)
W(7)-0(29)-W(8) 121.9(6) P(2)-0(59)-W(14) 125.0(7) W(13)-0(61)-W(12) 90.8(4)
W(7)-0(30)-W(6) 148. 6(8) W(15)-0(59)-W(14) 90. 9(4) P(2)-0(62)-W(17) 125.7(7)
W(5)-0(31)-W(6) 121.9(6) P(2)-0(60)-W(11) 128. 5(7) P(2)-0(62)-W(18) 124.9(6)
W(4)-0(32)-W(5) 153.5(8) P(2)-0(60)-W(10) 128. 4(7) W(17)-0(62)-W(18) 91.5(5)
W(4)-0(33)-W(9) 122. 4(6) W(11)-0(60)-W(10) 90.4(4) P(2)-0(62)-W(16) 123.0(7)
W(10)-0(34)-W(9) 163.4(8) P(2)-0(61)-W(13) 126.9(7) W(17)-0(62)-W(16) 90.9(4)
W(11)-0(35)-W(4) 162.2(8) P(2)-0(61)-W(12) 126. 5(7) W(18)-0(62)-W(16) 90.7(5)
W(5)-0(36)-W(12) 162. 0(7) W(11)-0(42)-W(10) 123.5(7) 0(4A)-Y(1)-0(3A) 141.8(7)
W(6)-0(37)-W(13) 164.6(8) W(12)-0(43)-W(11) 151. 8(7) 0(4A)-Y(1)-0(2A4) 97.1(8)
W(14)-0(38)-W(7) 161.8(8) W(13)-0(44)-W(12) 121. 6(6) 0(3A)-Y(1)-0(24) 85.7(7)
W(8)-0(39)-W(15) 164.9(9) W(14)-0(45)-W(13) 149. 9(8) 0(4A)-Y(1)-0(3W) 92.1(7)
W(14)-0(40)-W(15) 124.3(6) W(16)-0(46)-W(11) 148. 4(8) 0(3A)-Y(1)-0(3W) 68.2(6)
W(10)-0(41)-W(15) 151.2(8) W(16)-0(47)-W(12) 152.2(8) 0(2A)-Y(1)-0(3W) 147.1(6)
W(17)-0(48)-W(13) 152.7(8)

“HREMET ABEFERFLETEERIT=Z2R
#, BN =&BEH 3T WO NEEIEMAE R, R
R RRALT; HIE] 12 4~ WOs ANHE &S SR HE, SHER
6 1~ WOs /\ &M 3 AL 35, PR8I 8] 9 E R
FHE, RN HEMT. KE\EARFEALEHA
RO, EEa Rk (1) 514 WIEF B i

£250.2361(12)nm, (4) 51 P~ PEFF 3~ W K
FREMEA, B2, W-0BHWEHEEK 0.2373
(12)nm, H3E(1) ~ (4) K W-0 BEK, ATLIFF
BEE O T ML, W-08@MFHkiy
K, XFHAFEXR " YE,

P,W.s06° " S5 B H.0 4 F 2 E . P,Wi506° "

H, R0, A 181, FEEYH, XL W-0 BEK
& F 0. 1645(15) ~0.1740(15)nm Z 8, (2)5 2 4
W R FERAMBEE, RN O, B 36 1, EEWF,
EE W0 BB KEILTEETLE 0.1855(13) ~0. 1968
(15)nm Z [8], SF- 8 b A7 80 B {4 BR =% E AL 3k Y
HgkEe", RIAXRENE FSZEE F2ZEF
EEBRMOHEEER, IRBEFEND W-0, B3
RS ABRAN BN RIIEEE . 3511 PETF
M2 WERTFEMHE, A 614, W-0 By i

5v+(1) BEETFZE. Y (1) BETH 3 EA
H.0 4+ FZEHFESER (WHE3), Hlin: 01W--
HIWB---O3W, 8/ B 43 54 159. 2°.,0. 286nm,
B ZEYAIRKCEERRER, LaYmXx
EHSBEFHESFRIEMEEHEX U, Bk, ®4]
W, MEBEASYHM LRV ETRERESE Fi
DMSO it Y** B F. Bl H.0 5+ FIS g B8 38
B F L,
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Fig. 3 Molecular packing arrangement viewed down

b axis in the unit cell

2.3 BUFEHR

PWisOs® ZTEK BB TR IET I RHEARE
T REA BRI, RATLABBR BRI TSR
B BB B HREBRAS LB RAR =R
WAES, L NaS04(0. lmol - L™Y) X IFEMIR, &
-1.0~0.6V 2ZE, RABEHRREERRTHRELE
Y (1mmol » L', pH =5. 5) B 4L 2E PR o

B EYREFRREE (B 4) P T M
T HAERE 5 X R AR, HRE E (V) K
KA -0.012, -0.194, -0.583, -0.712, -0.915;
BHERIEICRR S O, WATHE, LEYH W DHE
JR5r 5 34T, BETEMEKN 1,1,1,1,2, 3 6 4
BT, &a—PEREHEEAE TR T, #
W& BB/BRET HFERIT:

P;Wis0s:* " + e~ =P, Wis0627 -

P:Wi306 - + e~ = PaW13O0s2® -

20pA

0.5v 0 -0.5V -1.0V

B4 HRELGYHTERRTE
Fig.4 CV diagram of the title compound

P.WisOs® ™ + e =P, Wi3062° -

P.Wi306° + e~ =P, W ;306,10

P.W 506" +2e” +2H* = H,PaW 50620
2.4 PR

E S A AYRRSITME FREH, LEY
BMTCHMARANILKRE, F—FXNANERE
109°C, KE 1.54%, Y% F %K% 54 F H.0, DTA
BHERZE 43. 9°C F1 69. 7°C & B — MR #A &, 13 BF 53X
— R ENA 4 BB, TC LR LRI/ RE
RBARAE, KANERBISSCHE—/NE, X
HH0.61%, XMEFERE2ANERKSTF; EZ/N
E M 55CH 109C, K ELA0.93%, S TFRE3 AN
BofiAkaFo B2, 3. 4BKERKRRK 12.41% .
5.06% . 2.69% , 3£ 20.16%, #HYFK*E 154
DMSO 4+ F, BT Y-O BN 24 H%E DMSO M £
1k, # DMSO K4 R EAHETE TG Bh Rk L i HE
$iN, DTAMRE ERB BT — DR RAIE N —
MR AIE (376.9C), /TR E, WTREFEERWI B
BZ, DMSO 2218 £(4k, Y-O BEMT R F= A ) IR FA N o5
FEHfi, RIAAES; BEEREMFE, DMSO &
eI, 7=A BB K F Y-O 48T 24 B MR
N, I A

12.00 1 o61% 0.00
8.00 |
2 11000
< 3
5 3
0.00 439°C
{-20.00
69.7°C

1000 200.0 300.0 4000 5000 600.0
temperature / ‘C

BS tREhE RS
Fig. 5 TG-DTA curve of the title compound
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Synthesis, Characterization and Crystal Structure of a
Polyoxometalate-Based Organic-Inorganic Compound,
[{Y(DMSO);(H;0):}{Y(DMSO)s}] [P,W1:0¢;]1 - 2DMSO - 2H:0

WANG Jing-Ping GUO Dong-Jie

NIU Jing-Yang™

( School of Chemistry and Engineering, He’ nan University, Kaifeng 475001)

A composite compound of [ {Y(DMSO)s(H.0)3} {Y(DMSO)s}1[P.W1s0¢.] * 2DMSO * 2H,0 was synthesized

from Y203, DMSO and a-H¢P.Wi50s2 *

nH20 in mixed solvent of acetonitrile and water.

Its structure was char-

acterized via elemental analysis, IR, and single crystal X-ray diffraction analysis. The title compound crystallizes in
a monocline lattice, P2:/ ¢, with a=1.7614(4) nm, b=3.1527(6) nm, c=2.1523(4) nm, B8=90.40(3)°,
V=11.963(4) nm’, M.=5803.06, Z=4, D.=3.222g - cm™®, w=18.566mm"!, F(000) =10464, R=
0. 0745 and wR = 0. 1438. The result of crystal structure analysis indicates that both Y** ions are eight-coordinated

and the coordination polyhedra around two Y** ions attribute to bicapped distorted trigonal prism. Cyclic Voltam-

metry of compound (1mmol - L-', pH =5.5) in the presence of Na;S04(0. Imol * L~') reveals five steps (one,

one, one, one, two electron) reductions. CCDC: 199158.
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