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Tale 1 Nonhydrogen Atomic Coordinates (x10*) and Thermal Parameters
Ueq (Standard Deviations in Parenthesis)

atom X/a Y/b Z/c Ueq(x10%, (A1

Nd 2126(D 2468(D 8767(N 28(1)
P(n 966(3) 3889(D 8212(2) 380
P 4667(3) 3280(D) 9456(2) 37(1)
P(8) 3583(3) 1105(1) 9408(1) 36(D)
P> 668(3) 1942(1) 7255(2) 38(1)
o) 1668(5) 3396(2) 8349(3) 40(2)
0¢2) 3701CH 2946(2) 9258(3) 42(2)
o 2952(6) 1610(3 9158(4) 42(3)
o4 1922(5) 2225(3) 7853(3) 45(2)
S 4936(3) 2378(2) 7432(2) 83(D
S(2> ~798(3) 1170(2) 9326(2) 79(2)
S 251(4) 3517(2) 10182(2) 109(2)
N(I» 3364(6) 2378(4) 9073(4) 56(3)
N2y 666(6) 1890 () 9009¢4) 55(4)
N3 1631(8) 29 10¢4) 9629(4) €6(4)
(> 4008(7) 2396(4) 7804(4) 51(4)
C(2) 44(8) 1598(4) 9135(5) 45(4)
Cc 1069(9) 3176(4) 9858(5) 62(5)
(o0 ~ 364(8) 3689(4) 3030(5) 19(H)
c5 -953(1D 3719(5) 7446(6) €3(8)
((}] - 199713 3527(7) 7312(7) 89(8)
c(y - 2441(10) 3311(5) 7777() 82(6)
c(> - 1844(10) 3284(5) 8355¢7) 31(8)
c(9) ~ 806(8) 3476(5> 8493(5) 66(5)
(o{¢()) 1241(D> 1269¢4) 757404 45
cun 1028(9) 4853(4) 7506(5) 69(5)
C(12) 1188(10) 5125(5) 69§0(&) 79(6)
cuy) 1554(9) 4821(5) 6353(5) 76(5)
cuo 17931D 4242(5) 6629(5) 82(6)
C(15) 1625(1D 3956(5) 719 68(6)
Cc(16) 1157(8) 4375(4) 8834(d) 458
cun 2048(9) 4358(D 9254(5) 58(5)

- [ ]
BIE R % & H1.35A)C0),

HEEH: Nd, N(D, O(1), 0(3)s Nd, N(1), N(2),N(3); 0(1),0(2), O(3).
O AFRFHILEYE (DINMHITEEA, FEB, FEC), HpFEBAFEC H _H
M 90.8°; FHAMFECHW_HEAN89.5°, MAMEER, &5 hHKELEN, &
WA THREEMC, MK E: 48 Nd, N(DFROW OB RTFHPHANREY 4 F
RSE, HaRFLERM TS HERBREN. Flm P@). PO FEEARNEES 5 )
2,241 F1-2,305AN(2), NN FHEAMEES B ~1.6358 11,0024 F. 4RH E
FEE, HAXHNHESRBN C, NHRERE—EWBEN, XESRFS FHRRER
B,
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Table 2 Selected Chemical Bond Lengths with bStandard Deviations in

Parenthesis

k2 8t #1R) v % # R
chemical bond hond length(A) chemical bond bond length(A)
Nd-O(D 2.388(6) Nd-0@) 2.422(6)
Nd-0(3) 2.380(7) Nd -0 2.351(6)
Nd-N¢D 2.516(9) Nd ~N(2) 2.517(9
Nd -N(3® 2_465(14y 'en -0 1.4961(7)
P(1) - C(H) 1.781C10) P - CC10) 1.807(11)
P(D) - C(16) 1,798¢10) 2y -0w 1.188(6)
P(2)-C(22 1.509(10) I'¢2) - C28) 1,807(11)
P(2)-C4 17711 '3 -Cw 1.495¢8)
P(3) - Cw0) 1,785(10) P(3) - C14) 1.807C1D
Py~ CGD 1,810C10) Pin -0 1.502(7)
P(4) ~ C(58) 1.802(11) P —-C6) 1.778(10)
P4)-C(® 1.819¢10) S(DH -G 1.632(1D
S(2)-C( 1.628(12) S(3) - C(3) 1:642(1%)
N =-C(D 11511 1) N@-Ci» 1,154(14)
N@) -~ C(® 1,139¢16)

2) BAEREBER,
SCN~ PIN5 Nd Bz, =1
Nd—N—CHg2 A5 3 h
171,1(7)°. 175.5 (8)°H
153.4(8)° . =4 N— C—S
2/ Blh 178.2(9°.
177.8(1)°F1179,5(7)°, A
ik Nd, N(3) C(3) S(3®
R ESNRERLS H
4 NINCS AR H %
¥, X 50(C,H,) NIEr
(NCS), €42 HhEgfE S AHT .

nEkiE: NAd—NEB
EWHLE—NE, XEE
£ HINd** MWERETE
BHEr®* K, NEMK Er®

B K F LB H0.890 A,
MENS*EE R E T B

N(3)

A2 . EaWRRAS kKik

Fig.2 Coordination polyhedron in complex

1.46 A, —EZRISEFR2.34A; T Nd—N KB FEFRENEFLRZAL. E N

—CHC—S # £ AT ESh x4 REXH.

(S)FP‘TEEE{TLE??ISEEM: 5Nd(NOa)s’2ph3P=O-CszOH *Ett, ﬁ\?mﬂ%;ﬁﬁ
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Table 3 Selected Bond Angles wilh Their

%3 BIEYRIA EIHHRANS)

Standard Deviations

in
Parenthesis
" 5l LI 3 ot 7 IR §
L" bond anuie deuree tiond angle degree
O = Nd-0(2) 83,100 O Nd~0(3) 167 . 4(4)
) - Nd-0(D 86.5(2) O - Nd- O . 78.9(2)
0(2) - Nd - 0D 116.6(2) 0(3) - Nd - O 106.0¢2)
03 -Nd - \(D 88.2¢0 O2) - Nd- N(D 73.8(2)
O -Nd-ND 81.7(3 OCH-Nd  N(D TT.6(2)
0(3) -Nd - N(2) 115,802 O2)Y- Nd N2 14042
oW -Nd-N@ 76.8(3) OCH - Nd-N@ 72.7(2)
0(2) -Nd - N(3) 136.3¢3) O - Nd-N(® THO
O(4) - Nd-N(® T6.7(3) 0€3) -Nd - N 105,10 %
N(2) -Nd - N3 126.8(3) N -Nd- N 119.2(3
O - PK) - CUo 73.9(3) WD =P Cen 112,10
O - P -CcAas 109.8(5) CHO-I'-cUumn 107 .5(5)
G0 - P - CUB 11,10 C) =P - CW16) 108.6(5)
0y -P@)-C28 107.7(5) oM@ -P2y-Cce 111,9¢4)
0(2) -P(2) - C3H 110.0¢5) C22) -P() -C28) 109.3(5)
C(28) - "2 -CWN 113.8() C) - -~-cen 105.1 )
03 - P - CUB 106.3(5) 03 -3 - CH» 116.8(5)
03y -PG) -CGD 111.4(5) C0) —P3) - C(46) 108.8(5
Cu6) - I'(3) - C(5D) 112.1¢(4) CW0) -P( -CGD 106.6(5)
O - P -C6 0 i06.9(5) o) - - C(58 112.6(4)
C4) - P -C70) 111.,5(3) CGE -P-Cten 109.36)
O -PU) -CTO 103.6(5) C(58) -P(H) -C(70 108.9(39
Nd-0(2) -P@ 110.5(4) Nd-O(D - 153.3(4)
Nd-0 -PW) 170.2() Nd -0 - P(D 173.6(5
Ng - N(2) - C(2) 158.5(D Nd - NI - C(D 171,147
S - C(D - NG 175.5(8) Nd-N@® -C(® 153. (&)
S(3)-C3) -N&) 178.2(9) 5(2) - C( -N(@ 177,210
178.5() P -CH~C 122.5(9)
P(1) - C(4) - C(9) 117.9(7) P(H-Cun-Cun 120,2(8),
P - o -Cas 117 .6(8) P -C(16) -CUMN 118,98
P -CU6y-CeDh 119.7(7) P(2) -C22)-C2d 118.2(7)
P(2)-C2y-C@n 119.5(8) P2y -C(28) - C29) 112, 1(9)
P(2) -C¢28)-C(33) 116.0(8) P(2) ~ C(34) - C(35) 121.9010)
P2 -C34H -C139) 117.748) P(3)-CU0) - CUD 118.4(8)
P(3) - C(40) -C45) 122.3(8) P(3) - C(46) ~CU7) 120.7(8)
P(3) -C(46) -C(31) 116.4(8 P(3)-C(52)-Ci® 120.2(8)
P(3) -C(2) -CGN 118.3(8) P(4) - C(58) -C(62 121,0(9)
P(4) -C(58) - C63) 117.6(7) P(4) - C(64) - C(63) 119.1¢)
P(4) - C(64) - C(69) 121.5(9) P ~Cao -CGD 121.9(7)
P(4) ~C70) - C(75) 115.4(8)
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Tab_]e‘4 - Distances of Some Nonbonded Atoms

gl 134 5
Bf}tom ¥ distgiﬁ(‘&) P:ra»tom ¥ disfffée(A)
Ne~Nd 15.534 Nd -Nd 23,467
Nd - Nd 30.399 N(D) -N(2) 4.672
N3 -N(D 4,902 N ~-N&® 2,995
o -0 5.201 0@y ~-0(3) 8.290
QB3 -0 3,773 O -0 3,013
0(3) -0 3,115 N(I) -0(2) 2,965
N - 0D 3,104 N(I -0 3,051
N1 - O(3) ST N(2)~0(2) 4.651
N -0 3.042 N(2) -O4) 2,987
N(2) -0 3.i16 N(3 - 02> 3.032
N(2 -03) 3,947 N(3) -0 4,306

%5 SFFRHERTHLEIABREAETEOLS

Table 5 Least-square Filling Equatiouz of Planes Containing Coplanar
Atoms and Their Didedral Angles

; C o e g SRR QAP R S e .
¥ 1 w3k III]t 5T equa‘icns {arthogonal Fﬁﬁ'i]ljtﬁ‘ ()
plane atoms coordination) dihedral angles

0.728CIDX +0,467())Y
A [N O, O NID Vg 501¢pz= 1455748y | AMC 898

/ 0.631(1NX~-0.563(5)Y
B N&J N> N@,y N | g caainy7og sracscy | BHA 6244

C.60UDX -0.581GzDY |
~0.798¢3)Z= - ]3.777(713)'

C O, 02, 0(3,0(H CAB- 80,8

T AR i B mﬁg‘g;ﬁgglﬁpm T (¥ A VT8 Y B € B
BOMIPEOPA) | HOPA pegy 10O #UPGD | BUPAD) BUPR)
Nd | -0.071 —0.071  |-0.105 S| 0.518 | 0299 | 4,844
P(1| -0.108 ~3.,405 |-0.745 [S(2) | ~3.238 0.381 |~4,164
P | 3.611 1.386 | 0.765 15 | 17164 -0.992 |=4,995
P3|  0.294 3,490 | 0.069 [ND | -0.009 0.031 | 2.107
P | -3.584 ~2,85 | 0.966 [N | -1.635 0.017 |~2.224
O | 0.058 -2.102  |-0.226 {N(D) 1.002 0.023 |-2.53¢
o 2.241 0.944 | 0.209 |C(D |  0.208 0.123 | 3.240
o3| -0.059 2,095 |(-0.175 {C(2) | -2.311 0,142 |~3.034
o] -2.305 -1.597 | 0.192 |C(» |  1.073 -0.388 |-3.543

DP A# XX F A B

NP refers to the distances of the indicaled atoms to the planes,
Bo 7 Nd(NO3)s+2phs P=0sC,H;OH 1, Nd BIEIfI%H 9, S Nd—O B ¥ B
M 2,48R, Wil Nd—OP MMtk 5179 2.398 f1 2,334 4, FIN=EEEBMLET &
T-HIFd—M. 72 Nd(NCS)s+iph P =01, Nd fyflfr#ch+, miA Nd—OPZRF &y &
2. 39A, WAL YIBEY L) (7 Nd BURE L, O), 0(2), 0(3), O & F—
DN XEIFOLE LSRR T H.
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Table 6§ Comparison of NCS™ Bend Lengthes and Borld Angles in

Different Complexes

. La-N-C {N-C-S
& R L
x a ” coord.| T m|FEHaEA La-N(A) | N—C(X)|C—SA)
coord, compd. | number b.a. b.a.
[(C.HWNLErNCSX | 6 7| 1780 | 2.3 10 | 1.1
NA(NCS), 4PH,P=0 | 7 167° | 179" | 2.58 115 1.63

F7 TEEE¥ PNI—O0p Bk ity

Table 7 C,  .o.son ol Nd —Op bHond Lengthes in Dilte?nt Complexes
B i o4 % Did—Opeg: NA—Op ¥R
cootd, compd. conrd, number b CA) b..(R)
NA(NO,);+2Ph. P = O g 2.398(12) 2.37
“C.H.01} : 2.334(1D '
2.388(6)
7 2.380()
r . 8] -
NA(NC$)34Pb, P =0 2.422(6) 238
2,351(6)

—BEAT, A BT BT BN, EROETRE A RN, R
BE, ARG ICEC, Pl Nd(NOy) «2phy P=0-C,H,OH 43 F 1, B & Nd—O
i g 2.52 Ay TIEL(CH) NI Nd(NOy), i Nd—O # K H2.61AC°), X EZREHT
F AL Nd R, A MR A RIS ke, B LR A1 1 (3 B R B 7S 40
B OB P S WL 7 el s Nd(NCS) 5 +4phy P =0 WIS £7 % /N F Nd

(NO;) 3 +2phs P=0-C, HOH WAL &%, i & A9 Nd—OP# M N It 5 R, EAH 45

bR EXELLE BERITFEER: 5w R AAEHS - uEREBEaETReEREmE,
BRI EA BT (B, PR B RG0S5 kA B,

Bl Soe R SR SO | BRI S RN SR, WL — 3 B0H

3 % x R
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STRUCTURAL STUDIES ON EXTRACT OF RARE EARTd
WITid WEUTRAL ORGANOPAOSPHORUS EXTRACTANTS
I.SYNTHESIS AND CRYSTAL STRUCTURE OF TRITHIOCYANATOTETRAKIS

(TRIPHENYL PHOSPHINE OXIDE) NEODYMIUM

Huang chunhui Xu Rongfang Xu Xiaoji Xu Guangxian

(Chemistry Department, Beijing University)

As a part of a project in our laboratory to carry out the complexes of
rare earth with neutral organophosphorus extractants, the synthesis and cry-
stal structure of a neodymium complex, NAd(NC35);+4ph;P=0,have been pre-
sented in this report,

The crystal and molecular structure have been dctermined by single
crystal X-ray diffraction techniques with a four circle diffractometer of Nico-

let model R3, The crystal is monoclinic with space group P21/¢. The unit

cell parameters are

a=13.221(M A B =102,19¢(5) Z=4
b=23,544(14) A F=1(0,0,0)=2924¢ D,yp.=1.375g/cm?
c=22.821(18) A V=69434°% Deay.=1.370g/cm?

The neodymium atom is coordinated to three nitrogen atoms from the
thiocyanates and four oxygen atoms from the triphenylphosphine oxides, The
average bond lengths of Nd-N and Nd-O are 2,508 and 2.39% respcctively.

The molecule has a approximate Cs symmetry,

Keywords extract of rare earth  structure synthesis trithiocynatotetrakis (triphenyi

phosphine oxide) neodymium



