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¥ S0ml NaOH(6g, 0.15mol) K% W%+ 10ml CrCl, « 6H,0(13.3g, 0.05mol ) 7K % #
b, RWEBETE. A RN A UL, KKE AgNO, BRKR K CI°, # 60ml N & (8g,
0.077mol) K ¥ AN B S F A4k ', INAIEIHE 4.5h, 2LBE, WEWRIIIBIRA, T SCFHER
X, Bpgsafk, FKESR, IHLEOFBAR, K%Lk CH,0,Cr, TEIIHE
H(%)N C 18.53, H 4.78, Cr 18.16, MHMNIMEIEMH K C 18.30 H4.40, Cr 17.63.
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WY, FrAAEWEE Y lem. FAB-MS(HRE 735 & MAi%)7E Finnigan MAT 8430 JURE
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S AERT A 1000, BEAMLREABRINBERT L, F 291K T f] Faraday ¥R A5,
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[Cr(C,H,0)(H,0)J[Cr(C;H,0,),(H,0),] + 4H,0, Mr=590.29, F(000)=1216, @Y%
Z, WWBEN Py/c BB E a=70242), b=20.72308), c=14.671(5A,
£=93.59(0)°, V=2131211)A> Z=4, Dc=1.840gem™>, p=10.952cm™",

RS iR, 22 Fourier M/ F B IER MBA S 7445, BUGMICH
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Fig. 1 Configuration of the cation and anion
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—RER, “UREBRA FERURREREE L SERANL, KA BE LN E &
HHEM, FELESYRBRILE. B3R 7 Bl Y-TRRESEEREHRIESYH, =
TTRBBREENERFEFRGFRERD, HEU-COO WNEHEKEERBANMKN, X5—T
BB =ZBRINMEY 8. ERINFFIRNBHBRRLSY P, Cr-OE)HTHREA
KT 19704, 41 Cr-O(FM)N 1.973A, Cr-O(ZE)N 1.980A © ., BMNHMATHREALAEY
M Cr-O(R B, HRATLUXHHERT, RBEN _RAESYME, WERSEHRE
&, KPR EMUEGTASER=#RN _RESYHRENE.

* 1 TERKINFAKIE
Table [ Selected Bond Lengths (A) and Bond Angles (deg.)

cr(1) o) 1.992(3) Cr2) 0(212) 1.9712)
Cr(1) 0(12) 1.982(2) Cr(2) 0(221) 1.939(2)
cr(1) 0013) 1.979(3) Cr2) 0(222) 1.950(2)
cr(1) 0(14) 1.981(3) ol  c@i 1.265(5)
cr() o1 1.925(2) 0212  C@13) 1.275(4)
cr() 0(12) 1.916(2) o@I3)  Ccain 1.240(4)
o) cin 1.273(5) oQi8)  CQI3) 1.234(5)
0(112) cin3) 1.268(5) o@1)  c@) 1.279(4)
o(13) c 1.242(5) 022  C(223) 1.284(5)
0(114) C(113) 1.2438(5) 0(223) C(221) 1.238(4)
c@in C(112) 1.509(5) 0(224) C(223) 1.228(5)
c(112) c3) 1.514(5) caiy  caiy) 1.521(5)
Cr2) o1 2.003(2) c212)  c@I3) 1.512(5)
Cr(2) 0(22) 2.018(2) Cc(221) C(222) 1.522(5)
Cr(2) oQ1n 1.950(2) C(222) C(223) 1.516(5)
oan cr() 0(12) 176800 | 5099, oo e 9.601)
gg :; gg; 88 z; 33:8; 0(22) Cr(2) 0(212) 91.8(1)
: 0(22) Cr(2) 0(221) 89.8(1)
oamn Cr(1) _omn 89.0(h) 0(22) Cr2) 0(222) 87.8(1)
88 g g’g; 88 ;)2) ;Zgg; oal)  Cr2) 0(212) 90.2(1)
o) C:(l) o1 o1101) o@11) Cr(2) o(221) 179.4(2)
: oIy Cr) 0(222) 89.8(1)
0(12) Cr(1) oarn 89.7(1) 0212  Cr2) 0(221) 89.6(1)
0(12) Cr() 0(12) 89.4(1) 0212)  Cr2) 0(222) 179.6(2)
013 Cr(1) 0(14) 92.12) 0(221)  Cr) 0(222) 90.3(1)
003y Cr(1) oq1n 87.0(2) Cr) 011 ca 129.3(2)
0013 Cr(1) 0(112) 179.22) Cr2) 0Q212) c(213) 129.1(2)
0(19) Cr(1) ‘ o(111) 178.7(1) Cr(2) o(221) c(@221) 128.5(2)
0(14) Cr(h) 0(112) 88.3(2) Cr2) 0(222) C(213) 128.7(2)
o Cr(1) o012) 92.701) oIy  CaIy 0(213) 122.33)
Cr() o111 can 128.32) o@i)  caiy c@12) 120.5(3)
Cr(1) 0(112) cQi3) 127.6(2) o1y  cei c@12) N7.103)
o) cQin 0(113) 121.003) c@In c(212) c@213) 117.3(4)
o(111) Cc(in C(112) 121.4(4) 0(212) c@i3) 0(218) 123.5(3)
o(113) cain C(112) 117.6(4) oQI2)  CQ@I3) c@12) 119.303)
cai car2) cai3) 120.7(3) oQI4)  CQ@1d) c12) 17.103)
0(112) c(113) 0(114) 120.4(3) o@ o) 0(223) 121.2(3)
0(112) c13) c(112) 122.003) og21) G ca2) 119.9(4)
0(114) c(113) c(i12) 117.5(4) 0(223) c(221) c(222) 118.8(4)
o Cr(2) 0(22) 179.22) cy  c@) c(23) 115.2(3)
o Cr(2) 0@1n) 89.8(1) 0222  CQ23) 0(224) 122.6(3)
0@ Cr2) 0(212) 38.5(1) 0222  C€(Q23) cQ22) 119.003)
o@n Cr(2) 0(221) 90.8(1) 0(224)  C(223) C(222) 118.3(3)
o@1) Cr(2) 0(222) 91.5(1)
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BE, WREBRBRASY. H-COO MM RMAE RN REM A SHENTE
KA M T RF ACRH) > ABREK) > AGUE). RESYRAERN ZKRR Li-Co0 BB HKTE
RGHBEMNL, 2ECR P WA ELBR —RESWH~COO MR ERNAR. &
L5 & 1580 0 1290cm™ BN iE#e 53 51108 b N Z BRI —COO 1 5 3 FR F XS R 1 48 T
B, HAMNY 20m™, XE5=ZHEN_RESY P dHKERMKH-COO B A
200cm™'(v%, = 1580cm™, v, =1380cm )filt, BREK.

RIE HRBETLAWABIR © FREHFREMG T RERX . REZREHEE
ogEdy, GAESPRMAATERMELBR TG AR Y, RITHR BB XS 80E %
fETHINER 2 FiRiBR.
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Table 2 Vibrational Frequencics and Their Assignments

IR(cm™) Raman(cm™) assignment
3500—3200(s) You
1630-1600(s) du0
1580(s) 1559(ms) Voo
1435(s) 1443(s) dcu,
1290(ms) 1278(ms) , Yeoo
995(ms) dci—o-n
950(m) 951(m) Ve
875(m) ' Pro
760(ms) PcH,
530(m) 525(w) ®H,0
495(m) 499(m) YCr—Ome
455(m) 457(ms) VCrOma
330(ms) 388(w) VC-Owe
270(ms) 284(w) Ver-Owa

41 5ME7E 3500-3200cm™ K& 1630—1600cm™ &b BT T 5% i B 3% 0, A MAIRBE B
B, XH5EYPHFERRKRIBASHEESAYE.

2.5 50 0] WK%

AP RYUOEEE MK 205nm AR T —/ e, LR AR TT Z MO R W
. TRRERT =ZAE® 405Snm(m).  555nm(m)F 670nm(sh), EAINET Cr(IHIY d—~d
BRiZ. T Cr(DE TENATEXHRAE, BEARALFIKT, XEEWFIIBBT
431(4‘423)_, "E(‘T,B). ‘Bl(‘AZg) —"E(‘TZg)’Fu‘Bl(‘A23)—"32(‘T23) an .
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hEBKRE, RKENETFRAERSSKEYOEA+NBAENER—RFIMMRE T, BE
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FiR T ARSNGB (=2034x 10 gs), HBBBMEY K. LRl
EABHISE u=3.79B.M., 3t A5 AT B O 0 R BRI F O 3. XS5 Rl
LR A RALE N\ TR 4.

5. RYE:

S WM EEE, BAKS, —BERMBEFGES. 2. FHEH. 2B, B %
ZREBBERR. XEERUTRAYPHEXRNER. B METRESKERR
G BB {11 PO AR 425 4 T K.

PLEREHEIR, AR ST MR T S H0 i 5 1.

B2, MTHERBREEY, RE— “TRBRSBORSYWEMNEE TSR, QBR
THKMRRFME S, BIZHAN-COO Rl B B R 5 & = BHF A = T
RRLE Y, TG H-COO AL MR L8 oI 55 200 o AL 1T A S 1) 6 A

+* 3 EMAEFH FAB-MS ¥R
Table 3 FAB—MS Data of the Cation

main fragments m/z
O CreHo) M ssaet

{{Cr(C,H,0)I'+1} +DEA 260(100)
{ICr(C,H,0)]"+1} +2DEA 365(18)
{{CH(C,H,0)]"+1} +DEA+NBA 431(10)
{[Cr(C,H,0)]"+1} +3DEA 470(1.2)
{{CH(C;H,0)T"+1} +2DEA+NBA 518(5.8)
{[Cr(C,H,0)]"+1} +4DEA 575(2.4)
{[Cr(C,H,0)]+1} +3DEA+NBA 623(1.4)
{ICr(C,H,0)"+1} +2DEA+2NBA 671(1.2)

"The figures in parentheses are relative abundance.
Bigh: B fTENIE. RS, S KL E. MELFREMEL.
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STUDY ON THE SYNTHESIS, CRYSTAL STRUCTURE AND
PROPERTIES OF THE CHROMIUM(IIT) MALONATE COMPLEX
[Cr(C;H,0 )H,0)]J[Cr(C;H,0)),(H,0),] - 4H,0

Xie Weiwen Weng Linhong Zheng Yu Zhang Linna
(Fujian Institute of Research on the Structure of Matter,Academia Sinica, Fuzhou 350002)
Zhu Ziying Fu Guixiang
(Shanghai Institute of Organic Chemistry,Academia Sinica, Shanghai 200032)

On the study of trinuclear u;—oxo carboxylate complexes of chromium, the unexpected
[Cr(C,H,0,)(H,0)]J[Cr(CH,0,),(H,0),] «+ 4H,0 was synthesized. It was characterized by ele-
mental analysis, mass spectrometry, magnetic susceptibility and IR, Raman and UV-visible
spectroscopies. The X—ray structure was determined. Crystal data: monoclinic, space group
P2,/ ¢, a=7.024(2), b=20.723(8), c=14.671(5)A, $=93.59(0)° ., V=2131Q211)A%, Z=4,
final R=0.049, R, =0.053. The relationship between propertics and the structure was discussed

as well.

Keywords: chromium complex carboxylate complex  crystal structure



