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Table 1 Data of IR Spectrum
& _ Noo _ A
compr;unds 1 Ar—H l /C—N CHg /C H
R—(+)—# { 2900 3060cm—4 ‘ 1616cm—! ‘14-100m‘1 1440¢m—1 ‘ 700cm™t 750cm—!
S—(—)—Hl | 2900—3100cm™t ‘ 1616cm— '13966m_1 1450cm—t | 700cm™! 750cm™—t
®2 B Om O R X ¥ K E (CDCia)
Table 2 Data of NMR Spectrum
t & % =
com;‘;mnds CIia C_I_'I_ t %ﬂ‘_ﬂi CIj—N
0=1.24,1.34 i 0=4.53,4.62,4.72 8=5.98,6.35% ik
3H 4.81 puEi 1H 0=6.9-7.9 1H
Re(ty—m 5=1.54,1.63%dk | ©=5.00,5.05,5.18 SR 3=6.10,6.453ik
sH 5.27 pug#g 1H $3H 1H
6=1.66,1.753 ik 6=5.22,5.32,5.41 6=8.52,8.85i%
3H 5.50 pUEE 1H 1H
30=1.22,1.31Wi& 0=4.53,4.62,4.72 6=5.95,6. 30N ik
3H 4.77 PuEi% 1H §=6.9—-7.9 1H
0=1.52,1.610i% 6=4.97,5.07,5.17 ES{1 5=6.08,6.4230 %
S—(=)~% 3H 5.25 [HEIE 1H 33H 1H
6=1.64,1.77TRi& 0=5.22,5.30,5.39 3=8.50,8.82% ik
SH 5.48 PHEMK 1H 1H

& Wik(double—peak)

BHEMIERT SIS, A% E Nicolet R 3 HPU M fi7
SganBReafRpals

PyE & (quadr—peak)

ZETE T A
BeH—F10.1%0,2%0.25nm® BAVEIR S-(=)-Z[N-(4B-H-e-ZET H H)-a- % 2

ZElg(multi—peak)
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Table 3 Coordinate and Thermal Parameters for Nonhydrogen Atoms

atom X Yy zZ Veq
CO 8907( 3) 985C 3) 1734C 2) 50(1)
oD 10281(10) 1215¢ 9) 1478( 5) 39(2)
N(1D 9476(27) 537(23) 239413 38(5)
LT §) 10407(30) 772(29) 2541(16) 36(5)
C( 2 11198(15) 1281(12) 22900 7) 34(2)
C(® 12112(34) 1564(31) 2586(18) 43(5)
C( b 12296(36) 1459(31) 3114018) 54(5)
C( 5 13215(41) 1817(36) 3341(23) 87(5)
C( 8) 6032(41) 7272(33) 1932(19) 69(5)
cn 6114(39) 7382(30) 2455(19) 59(5)
C( 8) 2944(36) 2061(3) 2299(19> §59(5)
C( 9 12834(20) 2162(18) 1749011 56(8)
C(10) 1982(13) 1861(12) 1484( 8) 38(2>
C(1 1086(16) 1415(12) 1759( 8) 38(2)>
CU12y 8776(14) —40(11) 2758( 6) 238(2)
Cad 9328(17) —1023(16) 2883(10) 46(3)
Ci) 8491(19) 527(17) 3234(11) 54(3)
Cu15) 8992(18} 446(15) 3703¢ © 69(2)
C(18) 8718(18) 949(18) 4150(10) 86(2)
can T7947(27) 1571(25) 4129(16) 112(3
C(18) 7476(18) 1755(17) 3654( 9 73(2)
(76 1:)) 7754(17) 1245(15) $210¢ 9 44(3)
o2 3878(11> 2191¢ ® 2058¢ 5) 40(2)
N(2) 8316(1% 156411 1094(¢ & 35(2)
C(20? 7660(19) 2267(18) 1145¢10) 57.3)
caeny 7355(13) 2767¢12) 1599¢ 7 26(2)
C22) 6464(12) 3401(11> 1595¢ 7) 19(2)
C2y 5684(14) 3376(14) 1199¢ 8 48(2)
C(24) 4816(18) 8967(16) 1216¢ 9 43(®)
C25) 4770(14) 4632(12) 1599¢ T 33(2)
C(26) §473(18) 4561(17) 1988(10) 48(3)
ce2en 6350(13) 4039(13) 2000¢ T) 40(2)
C28) 7097(15) 3982(16) 2412C 9) 42(2)
C29) 7913(15) 3428(13) 2422¢ & 47¢2)
C3» 8056(14) 2712¢13) 2002¢ T) 25¢2)
C(81) 8740(16) 1340(13) §78C 77 42(2)
(32} 7899(15) 803(15) 249( & 38(2)

C(i33 9155(14) 2257(12) 295( ) 3D
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atom X Y Z Veq
C(34) 9777(18) 2586(16) -162¢ 9) 45(2)
C(35) 9172(18) 3390(16) —363(10) 55(2)
C(36) 9974(17) 3911(16) —132( ® 42(2)
C3D 0305(19) 3547(16> 330010 56(2)
C(38) 9899(18) 2753(16) 562(10) 52(2)
oy 7494(10) 861( 9) 1962( 4) 37(2)
N(® 8884(12) =31 1440 6) 41(2)
C(39) 8023(17) —698(17) 1313010 69(2)
C40) 6727(16) 388(13) 1719C 8) 31(2)
Ci4n 5688(13) 700(12) 1846C 7) 39(2)
C42) 4890(15) 10241€13) 1591 7O 40(2)
C43) 5027(19) —475(16) 1242¢ 9) §6(2)
C(44) 4192¢20) —950(18) 921C 9) 76(2)
C45) 4394(18) —1586(16) §557C 9) 47(2)
C(46) 5403(17) ~—1878(15) 400C 9) 64(2)
Cu4n 6229(21) —1489(16) 670(10) 72(2)
Ci48) 6085(17) —752(15) 1105¢ 9) 58(2)
C(49) 6959(14) —304(13) 1379C 7) 24(2)
C(50) 9931(18) —829(16) 1338¢ 9 62(2)
C(51) 9817(19) ~1905(15) 1465C10) 75(4)
C(52) 10337C17) —6871(15) 806 9) 50(4)
C(53) 9802(15) —896(14) 368( 7) 49(3)
C(54) 10125¢17) —-775(15) —-121C 9 58(4)
C(55) 11085(21) —371(18) ~177(11) 81(4)
C(58) 11700¢17) —69(14) 240( 8) 56(3)
C(87) 1314(15) 9738013 744( 8) 46(3)
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XM RERE R A H, Hope BB HECY, RASETFXN CuKe SN EEL 5
(Af" =3,608) . ZRIPL Af” = +3.608, 0, -3.608 X\, HMEER/N_RBIEE I Sk H
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A1 +3.608 0 -3.608
R{H 0.074 0.902 0.116
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Fig.1 Molecular configuration
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Hbh =% Co-O B@EHRK #1.8864, Co-N ZHHE K 1.9718, NE A FIEBEHEMH
BBIT 90° 2K 180° o BAAH Co*t* RER disp Feft, BERIE/NHEANE,
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Table 4 Selected Bond Lengths
2 k) g2 iR

bond bond lengths( R ) bond bond lengths( A )
Co—O(D) 1,879(13) Co—N(1) 1.946(84)>
Co—0(2) 1.899(13) Co—N(2) 1.979(17)
Co—0(3) 1.880(13) Co—N(3) 1,990(15)
O(1(—C(1D) 1.276(24) N(H—C(1) 1,275(61)
N(DH—C12) 1.519(38) N »—Cn 1.300(29)
03)—Cuo 1.330(23) O(2)—C3m 1,279(22)
N(3)—C(50) 1,529(28) N(2)—C(31) 1.464(25)
N(3)—C(39) 1.255(27)
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Tahle 5 Selected Dond Angles
3 3 =

bond angle degree hond angle degree

O(1)—Co—N:( 13 91.3(11) 0(1)—Co—0(2) 90.9C 6)

N(1)—Co—012) 85.4(1D O0(1)—Co—N(2) 89.1¢ 6)

N(1)—Co—N(2) 174.4(11) 0(2)—Co—N(2) 89.1( 6)

O(1H—Co—0(3) 174.7C 6) N(1)—Co—0(3) 92.7(11)

0(2;—Co—0(3) 86.0( 6 N(2)—Co—0(3) 86.6( 6)

O(1—Co—N(3> 92.3C 6 N(1)—Co~—0(3) 91.9(1D

0/ 2;—Co—N(3) 175.9C 6) N(2)—Co—N(3) 93.6¢C 8)

O(83)—Co—NI(3) 91.0( 6

E B S M A &% B
Table 8 Selected Torsion Angles

BAE(FA 1B HA(E Ak 2)E HA(EE 3 )EF
torsion angles degree torsion angles degree torsion angles degree
CoNi1Ci1Cs —~5.1 CoN2C20Ca1 6.5 CoNaCz9Cuo —3.1
Ni1C12C1aCis  98.1 N2C31C33C34  119.7 N3Cs50Cp2Cs7 126.2
NiC12C14Cio  74.1 N2C31C33Cas 56.3 N3Cs0Cs2Co7 --59.1
N1C1CaCyy 170.3 | N2C20C21Co2 71.7 N3Cs30C 9Cas 166.3
Ni1CiC2Cy 139.2 | N2C20C21Cz0 22.3 N3C39Ca0Ca0 —28.6

'K?Elﬂo
MR A IIABIERH, Z0RE RS, BTRAERENTR, SRR LsF
MIPER 177 250, B ARRZERAH, HABIRARAMNED,

8 ¥ X M

[1] Basol, F., J. dmer. Chem, Soc, 1970, 92, 55, 61,

[ 27 Hoffiman, B. M. and Pefering D. H., Proc., Nat., Acad. Sci,
USA, 1970, 67, 637.

[ 31 Racak, J. Org., Syn. 49, 93(1969),

[ 4] Smich, H.E., Cook, S.L., Warren, M.E.s Jees J. Orgse Chem.,
29, 2265 (1964),

[57 Hope, H., Camp., U. Dela Acta, Cryst. Vol A. 28 201 (1972),



R, S=Z(N~-(B - ~BTFH)—c ~RZEIGEN AR, MEEWRSFHEIER 17

SYNTHESIS, CRYSTAL STRUCTURE AND MOLECULAR
ABSOLUTE CONFIGURATION FOR COMPLEXES OF
R, S—TRI—N—(0—O0XY—a—NAPHTHYLMETHYLENE)
—a—PHENYLETHYLAMINE AND Co(JII)

Xu Xiaojie Guan Yue Tang Youdi
(Institute of Physical Chemistiy, Bijing University)
Pei Weiwei Guan Yedi

(Department of Chemistry, Beijing University)

Synthesis, crystal structure and absolute configuration for title
compounds are reported in this paper. The crystal structure is determined
by three dimensinal X-ray data collected by Nicolet R; four circle dif-
fraetometer. The crystal is orthorhombic with space group D.P 2, 2; 2;,
a=12.587(3)s b=14.166(3), ¢=25.652(14) R, V =4574.23 %,2=4. The crystal
structure was solved by Patterson method and difference Fourier
syntheses. 542 positional and thermal parameters were refined by block
least square refinement for nonhydrogen atoms. The final R factor is
0.074.

The anomalous dispersion of Co (III) (f=3.068) was used to
determine the absolute configurations for title compounds. Co (IID

takes d2sp® hybrid and distorted octahedron configuration.

Keywords cobalt ( I11) synshesis crystal structure absolute configration



