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{14 CHCI, %39 o 45 B4 2 [La(CC1,CO0)y(bipy) « nH,0L, RAY R &, FHMEHBKE
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#RIX La(CCl,C00), « 4H,0 % Smmol % ## T 10ml CHCl, H; 58 Smmol a, a'—bipy
BT mlCHCL, 9, HERAWY, BHFEREE, HBA-RAEEHH
[La(CC1,CO0),(bipy) * H,0], #da.

FREL Tb(CC1,COO0), » 4H,0 4 2mmol FHE T 4ml H,0 CH,CH,0OH ?E'%};&?HJEP(WE
Bo1:1) 5HE 4mmol o, o'—bipy WIFTRIFREN T, BE BHEREE, A— AL
A7 Tb(CCL,COO0),(bipy), « H,0 ¥ 5.
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. RAEMBHER
C. H. N & Bf#/d Carlo-Erba 1106 BISTR MR, HFL&EM EDTA RAIFE
41, BEYETRSTEARNGESHAHEED):
La(CClL,CO0),(bipy) » H,O: C 24.09(24.01) H 1.25(1.26)
N 3.29(3.50) La 17.56(17.36)
Tb(CC1,CO0),(bipy), - H,0: C 31.88(31.98) H 1.77(1.86)
| N 5.65(5.72) Tb 16.36(16.28)
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# 0.5mmx 02mm x 0 .2mm( I )5 0.10mm X 0.15mm X 0.30mm( IT )4 /)N B 88 54 4 B 22 3
F Enraf-Nonius CAD4 R 4H{Y £, A MoKa 448, 2=0.7107AARHAAMN, AMER
H0<20<50 ° zZ 1. XFEAY(T)UEER 5142 MiFH A, HP RIS 1> 20(1)N 4040
A BRFHEANSHEN S SR E R AR R, MIEREEIEL LP BREMBRKKIE,
e AL SEH Patterson BRI ERF La AL B4R, FRAEAN R iy F % B 53X Fourier & %
MM Fourier A%, BARTL2WELARFHRIR, AN ZREXNEESFHFHEHSHIEE
J&. TEZAH Fourier A LRBI VAT, BEUREETF R=0.044, BEEHETF Ry =0.047, 5
HREHBFZA0ER, SR PL RRSE a=12.7304)A, b=12.7304)A., ¢c=9.863(6)
A, «=111.1833)°, A=102.813)°., r=98.154)°, V=1343.5(7A> D.,=1.979g-
em™,  Z=1(CR44), F000)=772. FWAYW(T)ILUETR 5746 MR Fb 5492 Ak
SEFTY A, Hb 4812 MF, 1P>30(F, P MITTSHER AT RA K. SEEWNAN T ES(1)H
M, B/ R=0.066, R,=0.058, SERTZRE, ZMB P, GRS a=10447(4)4,
b=12.7293)A, c=14.224(4)A, a=103.81(3)°, f=104.69(4) °, r=94.86(3) °,
V=17554(8)A%, D.,=1847g-cm™, Z=2, F000)=952,
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LA Y(1)[La(CCLCOO),(bipy) » HyOl, UMM R TRIRERSEFITRL £
ERKAOBMABEIIT R 2, KRAYWNEHNARTHE 1. BEY(I)TL(CCL,COO);(bipy), * H,0
EEHHEARFRERRSEFITFR I, FREKNEMEEBEADEEIITR4, KE
PEHRTHE 2.
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2 1 [La(CCl,COO0),(bipy) - H,0), EEFFLFE RS Y

Table 1 Fractional Coordinates and Thermal Parameters for Non—Hydrogen
Atoms of [La(CCl1,CO0),(bipy) - H,0},

atom x y z B(AY
La 0.0189(5) 0.1988(3) 0.1026(5) 2.707(7)
CI(1) 0.4025(2) 0.1761(2) 0.4343(3) 6.61(7)
CI(2) 0.3550(2) —0.0699(2) 0.3243(3) 8.09(7)
CI(3) 0.4173(2) 0.0421(3) 0.1387(3) 7.23(7)
Cl(4) 0.4199(2) 0.4380(3) 0.3405(3) 8.09(7)
CI(5) 0.3709(2) 0.3936(4) 0.0178(3) 10.4(1)
Cl(6) 0.3851(3) 0.6313(2) 0.1836(5) 12.8(1)
CI(7) 0.1033(3) —0.0895(2) —0.4905(3) 7.22(7)
CI(8) 0.3112(2) 0.0006(3) —0.2426(3) 8.25(8)
CI(9) 0.1981(3) 0.1539(2) —0.3399(3) 7.46(3)
o) 0.1837(4) 0.1272(4) 0.2059(6) 4.6(1)
0(Q2) 0.1735(5) 0.3708(4) 0.1713(5) 4.9(1)
0(@3) 0.1487(5) 0.5162(4) 0.1097(7) 6.7(1)
04) 0.1003(5) 0.1256(5) —0.1137(6) 6.2(2)
0(5) —0.1537(4) 0.0651(4) —0.1091(6) 4.9(1)
0(6) —0.0667(5) 0.0638(4) 0.]578(6) 6.5(1)
o(7) —0.0587(5) 0.3106(4) —-0.0507(7) 7.3(1)
N(1) —0.1454(5) 0.2834(4) 0.2207(7) 4.1(1)
N(2) 0.0711(5) 0.3252(5) 0.4011(6) 3.6(1)
C(1) —0.2522(7) 0.2609(6) 0.1236(9) 4.8(5)
C(2) —0.3501(7) 0.2759(2) 0.1766(1) 5.5(1)
C(3) —0.3335(8) 0.3142(8) 0.3291(1) 6.1(2)
C(4) —0.2246(7) 0.3394(7) 0.4312(9) 5.3(2)
C(5) —0.1308(7) 0.3241(6) 0.3718(7) 3.9(1)
C(6) —0.0106(6) 0.3524(5) 0.4715(7) 3.7(1)
C(7 0.0189(7) 0.4070(7) 0.6326(9) 5.0(2)
C(8) 0.1336(7) 0.4322(7) 0.7161(9) 5.4(9)
C(9) 0.2189(7) 0.4071(6) 0.6457(9) 4.8(2)
C(10) 0.1832(6) 0.3520(6) 0.4360(8) 4.2(1)
carn 0.2120(6) 0.0359(5) 0.1885(7) 3.4(1)
C(12) 0.3401(6) 0.0465(1) 0.2727(4) 3.9(1)
C(13) 0.2069(5) 0.4586(5) 0.1501(7) 3.3(1)
C(14) 0.3401(6) 0.4912(6) 0.1723(8) 4.1(1)
C(15) 0.1075(6) 0.0301(6) —0.1964(8) 4.0(1)

C(16) 0.1767(6) 0.0263(6) —0.3122(8) 4.2(1)
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B 1 [La(CCl,C00)4(bipy) - H,0],
S FEHE
Fig.l Molecular structure of
[La(CC1,C00),(bipy) - H,0],

& 2 Tb(CCl,COO0),(bipy), * H,0
S THEHE
Fig.2 Molecular structure of

Tb(CCl,CO0),(bipy), * H,0

% 2 [La(CCl1,COO0),(bipy) + H,0l, TERK(A)FRA(°)
Table 2 Some Sclected Bond Lengths (A) and Bond Angles( ° )
of [La(CCl,COO0),(bipy) * H,0},

La—0(1) 2.480(3) O(1)-La—0(2) 82.8(1)
La—0O(Q2) 2.443(3) O(1)-La—0(4) 76.7(2)
La—0O(4) 2.485(4) O(1)-La—0(7) y 148.4(1)
La—O(5) 2.475(4) O(1)-La-0(5) 121.6(1)
La—0(6) 2.451(4) 0O(2)~La—0(5) 141.201)
La-0(7) 2.550(4) O(2)-La~0(7) 72.1Q2)
La—N(1) 2.688(4) O(8)~La—0(6) 119.92)
La—N(2) 2.688(4) O(4)-La-0(5) 77.1Q)
o()-Ccan ] 1.222(6) La—O(4)-0(5) 135.0(4)
C(11)-C(12) 1.553(7) La—0(2)—C(13) 147.7(4)
0@2)-C(13) 1.240(6) N(1)-La~-N(2) 60.1(1)
0(3)-C(13) 1.194(6) 0@2)—C(13)-0(3) 127.1(5)

(5)-C(6) 1.477(7) 0(2)-C(13)—C(14) 114.2(5)
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% 3 Tb(CC1,COO0),(bipy), - H,0 FERFHGEASY
Table 3 Fractional Coordinates and Thermal Parameters
for Non—Hydrogen Atoms of Tb(CCl,COO0),(bipy), * H,O
atom x y z B(A?Y
Tb 0.25043(3) 0.27273(3) 0.30380(2) 3.391(4)
cln 0.2399(3) 0.5748(3) 0.1177(2) 7.99(6)
Cl1(2) —0.0182(3) 0.5460(3) 0.1521(3) 8.76(7)
CI(3) 0.1702(6) 0.7309(2) 0.2699(3) 10.1(1)
Ci(4) 0.3173(7) 0.2888(7) —0.0374(2) 12.1(2)
CI(5) 0.5970(5) 0.3613(8) 0.0426(4) 22.7(2)
CI(5" 0.6106(9) 0.293(2) 0.0490(8) 24.0(6)
CI(6) 0.460(1) 0.155(1) 0.0052(9) 12.5(2)
16D 0.4846(9) 0.1285(8) 0.0459(7) 10.6(2)
CKT) 0.6430(8) 0.0956(9) 0.2354(9) 11.7(2
CK7) 0.6819(8) 0.104(1) 0.358(2) 16.4(6)
CI(8) 0.517(1) —0.0220(9) 0.4246(8) 13.3(2)
C1(8") 0.601(1) —0.0772(7) 0.324(1) 11.7(3)
CI(9) 0.507(1) -0.0913(6) 0.2154(8) 12.0(2)
Cl(9) 0.339(1) 0.856(1) 0.546(1) 11.5(3)
o) 0.1864(6) 0.4224(5) 0.2463(5) 5.0(1)
0@2) 0.2789(8) 0.5773(6) 0.3691(5) 6.0(1)
o) 0.3471(5) 0.2721(7) 0.1716(4) 5.5(1)
o(4) 0.5252(8) 0.3982(8) 0.2230(6) 6.7(2)
o(s) 0.323(1) 0.069(2) 0.222(1) 10.1(4)
o(6) 0.4216(8) 0.1757(6) 0.3544(7) 7.2(2)
e 0.4427(5) 0.4156(5) 0.3893(4) 4.6(1)
N(1) 0.0496(6) 0.3313(5) 0.3701(5) 4.6(1)
N(2) 0.2806(7) 0.3105(5) 0.4927(4) 4.4(1) .
NG) 0.1139%(7) 0.1016(5) 0.3130(5) 4.3(1)
N(4) 0.0579(6) 0.1319(6) 0.1515(5) 4.6(1)
c): 0.1535(9) 0.5934(7) 0.2092(6) ' 5.0(1)
c©) 0.2129(6) 0.5252(6) 0.2850(5) 4.2(1)
cB) 0.460(1) 0.288(2) 0.0524(8) 9.6(4)
C4) 0.4434(7) 0.3256(9) 0.1627(6) 5.4(2)
C(5) 0.416(1) 0.089(1) 0.2949(7) 6.8(2)
C(6) 0.545(2) 0.037(1) 0.318(2) - 10.4(3)
cm 0.4021(9) 0.3082(7) 0.5547(6) 5.1€2)
C(8) 0.427(1) 0.3229(8) 0.6566(6) 6.0(2)
c) 0.321(2) 0.347(1) 0.6980(7) 6.9(3)
cy0) 0.195(1) 0.3510(9) 0.6379(6) 6.3(2)
cQal) 0.1821(8) 0.3324(6) 0.5346(5) 4.5(1)
ca2) 0.0516(8) 0.3401(6) 0.4639(6) 45(1)
C(13) —0.0599(9) 0.358(1) 0.4954(8) 6.9(2)
cQ14) —0.1762(9) 0.372(1) 0.4311(9) 7.4(2)
cQs) —0.1768(9) 0.3659(9) 0..332(1) 6.4(2)
c(16) ~0.0601(8) 0.3449(7) 0.3046(7) 5.3(2)
can 0.036(1) 0.2246(9) 0.0721(6) 5.9(2)
c(18) ~0.071(1) 0.180(1) —0.0126(7) 7.12)
c(19) ~0.159(1) "0.093(1) -0.015(1) 8.3(3)
C(20) —0.132(1) 0.0510(1) 0.064(1) 7.73)
c@n —0.0272(7) 0.0956(7) 0.1477(7) 5.1(2)
Cc(22) 0.0045(7) 0.0508(6) 0.2362(7) 4.9(1)
Cc@23) —0.073(1) —0.0391(8) 0.241(1) 1.3(3)
C24) —0.038(1) —0.081(1) 0.324(1) 8.3(3)
C(25) 0.075(1) ~0.0304(8) 0.4000(9) 6.9(2)
C(26) 0.147(1) 0.0595(8) 0.3913(8) 5.9(2)
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* Fractional coordinates and thermal parameters for disorder chlorine atoms CI(5%),C1(6"),CI(7),C}(8") and CI(9"),
sil¢ occupancy factor =0.5
& 4 TH(CC1,CO0),(bipy), - H,0 TEZC(A)FnfRA(°)
Table 4 Some Sclected Bond Lengths (A) and Bond Angles (° )
of Tb(CC1,CO0),(bipy), * H,0

Tb—0O(1) 2.330Q2) O(1)-Tb—0(3) 74.89(7)
Tb—0(3) 2.343(2) O(1)-Tb—0(6) 147.72(9)
Tb—0(6) 2.321(2) O(1)»Tb—-0(7) 76.39(5)
Tb—0O(7) 2.430(2) O(3)-Tb—0(6) 82.77(8)
Tb—N(1) 2.604(2) O@3)-Tb—0(7) 79.51(7)
Tbh—N(2) 2.549(2) - 0O(6)-Tb—0(7) 76.86(9)
Tb—N(3) 2.545(2) N(1)-Tb—N(2) 62.44(6)
Tb—N(4) 2.505(2) NQ@)-Tb—-N(4) 64.13(7)
O(1—C(2) 1.269(3) 0(2)—C(2)-C(1) 116.6(2)
0(2)—-C(2) 1.213(3) O(1)-C(2)-0(2) 129.7(2)
C(H)-C(12) 1.501(3)- o()—-C(2)-C() 113.7(2)
O(7)-H71-0(2) 2.94(4) 0(2)-H71-0(7) 144.(3)
O(7)-H72-0(4) 2.78(5) . O(4)-H72-0(7) 145.(5)

R LEMRL ERSY(T)Y, 3 4 CCLCOO™ AR Mt 5HmARLBF La R4ER
L6 TZRHF DA F. O-La Ttk 2.480A; % 14 CCL,COO™5 La PIopnkiE A AL
{7, 3 O-LattkH 2.550A. SHAROAMLAPHK, XAEFRATEASMEAEEH.
a, a'=bipy 5 La DAXNWETE A JE WACEE. N-La P38kl 2.678 A, bipy BLhL/G BN ILIE SR
Tz fiJe N 173.0° . BHISLBNEFERE. A FEHBRPTURE, BRAY()
B, 4 AMBERRLALIN CCLCOOTTE M A HIH. - 17 1 31 I (01040506 15 01’04’0506/ iR
F)r BASTFHBEABETMHNF KB H (01040506-NIN20207)F (01°04
O5’06’'-NVN2'0O207 ) B B 4 % Rk b L0 1 Z B 4k 45 ¥, X 5 [RE(CC1,CO0),(phen)
C,H,OHL(RE=Pr. Nd. Eu. EnUIGHI{Ll. ERASY(I)F. 34 CCL,CO0™ 5 Tb £ LU
BRI, O-Tb VXK N 2.334A; K4PFHRSMARAL. KN 24324, 24
«. a'—bipy ZEAXUBERLFL, N-Tb FH 4K 2.550A. FAMTR—M. H_MHMN
63.5(2)° , X FH OIOININ2 5 N3N40603 i FREBB LN W F R k. &
Tb(CC1,C00),(bipy), » H,0 4> F . 3 43 CCL,COO™Miugi RL i i W BR 4R o sk oL & ALA 2
HHO® 2 4R FREREAH,. TRNIZEME—FRASKEHM
RE(CCL,COO),(phen), « 2H,0(RE=Eu, Er)%", RE(CCI,HCOO),(phen), - :
2H,0(RE=Eu, Er), E((CCLHCOO),(bipy), + 2H,0M 5 RALALIRIR o AR —— b 5 itk
BAMFE. RNRMNERAES L ZARBR-NWRARRAYH, % RE LG =11
0, MEYABMUINZAFIERFLE M RE: L=1: 2 MRAWH NS FERGEE. 8
MEKXKBREKRESD, UMW EAHAEARARABRERERAABYE., UEL
[RE(CC1,CO0),(phen), « 2H,0]' + [CCLCOO] (RE=Eu, Enrf *" . [RE(CCLHCOO),
(phen),» 2H,0]'+ [CCLLHCOO] (RE=EuEr), [Er(CCLHCOO),(bipy),+ 2H,0]".
[CCLHCOO] ™\ ikt rh, UGB 3P 1 ORI N AR, TREBESETE
L.
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SYNTHESIS AND CRYSTAL STRUCTURE OF THE
COMPLEXES: [La(CCl,COO);(bipy) - H,0},
AND Tb(CCl,COO),(bipy), * H,0

Cheng Yixiang Dong Nan Huang Haihong Lu Weimin
(Department of Chemistry, Hangzhou University, Hangzhou 310028)
Chen Chenggang
(Central Laboratory, Hangzhou University, Hangzhou 310028)
Huang Boyi Wu Guang
(Central Laboratory, Fudan University, Shanghai 200433)

The complexes of lanthanide trichloroacetate with a,a’—bipyridine(bipy), (I ) La ¢ bipy=1

+ 1 [La(CCl1,COO0),(bipy) » H,0],, and(Il ) Tb < bipy=1: 2 Tb(CCI;COO)4(bipy), + H,0,
were synthesized in the various solvents and dctermined by four—circle X—ray diffractometer.
Both complexes (I ) and (1T ) are triclinic system with space group Pl. The coordination num-
ber of central ion (La or Sm) is 8 with the slightly distorted square antiprism, but the complex

(1) forms a dimer with a central symmetry.

Keywords: lanthanide tricloroacetate a,a'—bipyridine

crystal structure complex



