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Fig.1 Crystal structure of the complex
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Table | Atomic Coordinates ( X 10*) and Isotropic Thermal Parameters(A” % 10°)
x ¥y z U

Nd(1) ¢ 7567 0 70° .
S(1) 686 6618 2239 122_
S(2) 2320 8437 669 122 .
SQ3) -590 11226 -444 122.
S(4) —484 8158 —-2247 122 .
S(5) —2191 6231 —744 122 .
S(6) 381 3752 74 122 .
N(1) 370(17) 7167(32) 1098(7) 1 17(282
N(Q2) 1089%(4) 8099(28) 422(14) 76(17) .
N(3) —94(11) 9345(15) -163(17) 115(23).
N(4) -172(15) 7681(36) ~-1059%(6) 139(242
N(5) -976(9) 7193(25) —298(11) 83(24)'
N(6) 308(14) 5784(4) -59(17) 68(19) .
C(1) 421(25) 7112(37) 1566(10) ’ 158(342
C(2) 1584(5) 8140(39) 535(16) 80(22) .
C(3) —406(25) 10071(26) =272(30) 190(40).
C(4) —374(15) 7915(32) —-1555(5) 129(292
C(5) —1424(13) 6776(34) —461(22) 75(32) .
C(6) 235(26) 4950(6) -57(23) 98(.33)
N(T) 870 1452 =970 87
C(la) 1296 466 -1093 121°
C(1b) 1077(14) —471(1) -1020(13) 114(28)°
C(lc) 1413(26) -1210Q21) ~1230(25) 117(47)°
C(1d) 1475(28) —2283(17) —960(26) 138(44)°
C(2a) 148 1405 —1348 121°
C(2b) —63(4) 1269(9) —2133(20) 119(40)°
C(20) ~757(3) P17 -2388(18) 139(29)°
C(2d) -1151(4) 1934(9) —2447(18) 128(35)"
C(3a) 1095 2328 -1166 121°
C(3b) 753(26) 3257(5) -1117(23) 134(42)°
C(3¢c) 1166(20) 4150(13) —1089(30) 164(58)°
C(3d) 839(16) 5180(3) -1170(35) 191(60)"*
C(4a) 991 1330 =310 121° 5
C(4b) 1692(12) 1422(50) 204(4) 115(39)
C(4c) 1676(16) 1331(44) 809(8) 139(35)°
C4d) 2323(23) 1579(52) 1394(4) 196(53)°
N(8) —-820 3855 941 87°
C(5a) -102 3907 1282 121°
C(5b) 331(11) 3882(47) 2025(20) 184(58)°
C(5¢) 1013(11) 3503(50) 2434(9) 218(37)°
C(5d) 1338(22) 3394(72) 2056(20) 201(68)"
C(6a) —870 3722 281 121°
C(6b) --1580(26) 3579(57) —236(2) 162(52)°
C(6¢) —1512(8) 3596(70) -813(9) 219(85)°
C(6d) —2154(1) 3609(59) —-1427(1) 209(58)°
C(7a) -1089 494 1049 121°
C(7b) —986(30) 5628(42) 938(29) 119(45)°
C(7¢c) —1386(29) 6331(55) 1082(39) 164(65)°
C(7d) —-1157(34) 7435(48) 1185(35) 175(56)°
C(8a) —-1085 2729 997 1217
C(8b) —835(28) 1821(15) 844(28) 142(44)°
C(8¢c) -1181(32) 1063(14) 1027(32) 172(63)°
C(8d) -1155(35) -26(11) 818(36) 187(76)°
N(9) -2465 7589 -2597 87°
C(9a) -2833 6946 —2381 121°
C(9b) —3224(36) 6114(59) —~2886(36) 152(56)°
C(9¢c) —3653(46) 5440(71) —2752(29) 70(79)°
C(9d) —4093(43) 4777(67) —3318(42) 155(71)°
C(10a) -1979 6909 —2614 121°
C(10b) —1665(36) 6044(59) —2108(37) 130(55)°
C(10c) —1248(48) 5686(72) —2357(38) 208(76)°
C(10d) —877(20) 4718(24) —2024(18) 158(45)°
C(11a) -1982 8199 —1864 121°
C(11b) —2471(1) 8898(20) -1757(12) 131(35)°
C(11¢) ~1995(22) 9581(58) —1218(28) 168(70)"°
C(11d) —2327(45) 10350(50) -1019(36) 203(69)°
C(12a) —-2842 8274 -3083 121°
C(12b) -2519(29) 9020(43) ~3160(28) 105(44)°
C(12¢) -2997(25) 9510(63) —3798(36) 181(73)°
C(12d) -2731(44) 10504(57) —3899(38) 158(69)"

Equivalent isotropic U delined as one third of the trace of the orthogonalised U; tensor
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Talbe 2 Selected Chemical Bond Lengths and Angles with standard Deviations in Parcnthesis

bond length(A) bond angle (degree) bond angle (degree)

Nd(1)-N(Q1) 2.488(21) | N()~-Nd(1)-N(2) 83.8(12) N(2)-Nd(1)-N(5) 173701

Nd(1)-N(2) 2.474(15) N(1)-NQ(1)-N(3) 110.5(14) N(3)-Nd(1)-N(5) 99.8(11)

Nd(1)-N(3) 2.394(20) N(2)-Nd(1)-N(3) 77.3(10) N(4)—Nd(1)-N(5) 96.0(11)

Nd(1)-N(4) 2.488(21) N(1)-Nd(1)-N(4) 166.3(14) N(1)-Nd(1)—-N(6) 85.2(14)

Nd(1)-N(5) 2.220(24) N(2)~-Nd(1)-N{4) 89.0(11) N(2)~Nd(1)-N(6) 89.4(11)

Nd(1)-N(6) 2.527(16) N(3)-Nd(1)~-N(4) 78.9(15) N(3)—-Nd(1)—-N(6) 157.7(15)

N(1)-Nd(1)-N(5) 92.1(12) N(4)-Nd(1)-N(6) 83.2(15)

N(5)-Nd(1)-N(6) 95.1(12)

& ¥ X W
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STUDIES ON RARE EARTH COMPLEXES
OF QUATERNARY AMMONIUM SALT

V. CRYSTAL AND MOLECULAR STRUCTURE OF TETRABUTYL AMMONIUM
HEXAISO-THIOCYANATO NEODYMIUM [(C,H,),N];Nd(NCS),
Li Junran Huang Chunhui Xu Zhenhua Xu Guangxian
(Research Centre of Rare Earth Chemistry, Peking University, Beijing100871)
He Cunheng Zheng Qitai
(Institute of Materia Medica, Chinese Academy of Medical Sciences, Beijing100050)

The complexes of tctrabutyl ammonium hexaisothiocyanato rare earths, have been
synthesized. The crystal and molecular structure of [(C,H,),N];Nd(NCS), has been determined
by single crystal X—ray diffraction tecchniques with a four circle diffractometer to a final R
value of 0.12. The crystal is monoclinic with space group Cec. The unit ccll parameters are:
a=25.188(8)A, b=13.3206)A, c¢=25.322(8)A., B=121.30Q2)° . Z=4, V=T72589A°,
d.. =1.114g / cm®. The neodymium atom is coordinatedsby six nitrogen atoms from six
jsothiocyanate groups to form a complex anion, in which the nitrogen atoms take a distorted
octahedron arrangement. The anion is counterbalanced by three [(C,H,),N]* cations in the
outersphere of the complex through clectrostatic attraction to form an ionic crystal. The average
bond length of Nd—N is 2.432(20) A . -

The infrarcd spectra of this scries of complexes have been determined and discussed as well.

Keywords: rare earth complex structure synthesis

tetrabutyl ammonium hexaisothiocyanato rare earth



