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w-CHapy 8 PACl; & 29 43 17 85 1 52 s Nasmnt 5 SCARTI 7 35 & L JT % 43 17 Al Carloerba-
1106 B 75 3 4 {5 1 52 5 £L #h Y6 F Nicoler-170SK B FTIR Yifk{{ M E (KBr ER )B4
3 Al Nicoletea-AD, PU B 7 5 {3 % .
1.2 {LSHNERESEE

A REWEE TR, F 1 mmol # PACL, AIE R KO EMATETH S ml KRR
FWET MBI P Z|IMA v-CHypy , FEE R RRE  MATEHERE Z0 RIS, £0
HAERT . EE R EF A 1 mmol ) Na.mm 8708 . % & AR AERL SR
Brih oo % . K EKEE.7E 100~120 C T RHE TR 1. 5 /pat MR E K, CisH,PANSS;,
FTEMT FEE.C, 44.40; H, 3.26; N, 12.94, 3 {H.C.44. 465 H, 3.56; N, 12.97, IR
{em ™', KBr JEF): 2203¢vcan)s 1619¢vean, 1431 vcac), 1149w 5) . 498(vp_s) ., PHRIH
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FK EZBTHREIGE. BT L. N, RS, AHTERSRIER BRER
i, BTARE SHEMEREMBET X-FHENTLREHSTHRE.
1.3 M REHMRIE

FEE 0.20X0.25% 0. 35 MO AR E T Ao B AE L8 Mok, i85 H) CAD: BIMF
IFE ALY o/20 AR ETHBERE. & 2°< oo ¥ B Pt S BV S A 3 X
4358 N HPBETR/MD_REBEMAKHFEEH 3790 U230 )), =0, 0225, fv=
0.0329, SEkSEIBMT L2 CeHuNS,Pd, #HTFEY 432. 84, SR E . SHEB N £ 1.
B S a=9. 044(8), b=11. 249(3), e=11.268(5) A ;a=64.99(3),#=68.63(2),»=
68.60(2)°;V=936.94°% Z=2, N,=1. 534 gcm™?*, F(O00}=432, p=11.9 cm™'(Mok.},

2 ik

M1 fE 2 SRESHHS TEREMMRE. ETHEESH.2K.848.80°
RV K _H ABESFINR 1~5,

#1 EFhHissMudMiitne
Table ! Positional Parameters and Their Estimated Standard Deviations

atotm z ¥ z R{AZY atom z ¥ z R{AD)
pd  0.24999(3) 0.45532(2) O.04468¢2) 3.277(5) C13 —0.0691(5) 0. 3548(3) O0.5155(3) 4.8¢1)
S1 0. 4074¢1Y  0.50552(9)—0. L6B65(9)  4.33(2) Cl4 —0. 1456¢5) 0. 4298¢4) 0. 410442 4. 8(1)
S2  0.0927(1Y 0.66BE3(9)—0.00547(9)  4.33(2) C15 —0.054104) 0. 4565¢4) 0. 2779(3) 1.28(%)
Ml (. 4557(7)  0.779L1¢5) —0.4933{4) 10.0¢2) Cl16 —0. 1658c7) 0.3225¢4) 0.6598)14 6. 7C1>
M2 0.0439(7)  0.9938(4) —0.2782¢6) 10.0(2) Hl 0. 1963 0. 1744 0. 1881 5

N3 0. 3B96(3) 0.2545¢3)  0.0867{3) 3.66(7) H2 0.3421 —0.0527 0. 2416 5

N4 0. 1105(3) 0. 4135¢3) 0. 2457(}) 3.72(7) H3 0. 7627 0. 0687 0. 0364 Sw

Cl  0.3180(4) 0.6738(4) —0.2447(3) 4. 4¢1) HA 0.6102 0.2943  —0-0080 5=

C2 0.3921(6) 0.7355(5) —0.3839(4} 6. 1613 H5 0.7805 —0.1665 0. 1405 S#

C3  0.1827(4) 0. 7443(3) —0. 174704 44013 HE 0. 5471 —0. 2052 0.2735 5%

c4  0.108006)  0.8836(4) —0. 2350¢(5) 6. 1613 H? 0.6341 —0-2078 0. 1411 5=

C5  0.3154¢4)  0.1524(3) 0. 1582¢4) 1. 39¢9) Hg 0. 301 0. 3117 0. 3267 5=

CH  0.4000¢5) 0.0188(3) 0. 1852(4) 1. 8C1) HY 0.1572 0. 2583 . 0. 5530 5m

C7 0. 5693(5) —0.0152¢3) 0. 1449(3) 1. 6(1) HIG —9. 2637 0. 4637 0. 4308 5=

C8  0.6446¢5)  0.0896(4) 0. 0705(4) 4.9(1) H1l —90.1093 0. 5082 0. 2051 5=

C9  0.5544(4)  D.2218(3) 0. 0437() 4.30¢9) H1Zz —0. 2815 0. 3604 0. 6652 5
C10 . 6648(7) —0.1598¢4) 0. 1780(4) 6.7¢1) HI3 —0. 1486 0. 2270 0. 7054 5
ClL 0. LB5KC4)  0.3417C4) 0. 3484(3) 4.37(9) H14 —¢. 1361 0. 3600 0. 7075 5w
c12  0.0995(5)  0.3110(4) 0. 4815(] 4. 7C1)
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Table 2 Bond Distances in Angsiroms
atom 1 atom2 distance atoml alom2 distance atom I atom2 distance
Pdl 51 2.252(1) Cl C3 1. 366(5} Cc10 HY 0. 961(7)
Pd1 s2 2. 247(D c3 c4 1. 426(5) ci ciz 1.371¢5)
Pdl N2 2.050(2) C5 o6 1. 370 5} o Ha 0. 972(4)
Cci2 C13 1. 379(6)
Pdl Hi 2.096(2) C5 Hi 0.973(4} ciz HY 0. 975(4)
st 1 1.729(3) s o7 1. 385(6) cis c14 1. 3966)
52 C3 1.735(2) C8 H2 0.975(4} Cl3 C186 1. 496(5)
N1 Cc2 1.127¢(5) c7 Ch 1. 375(6) Cl14 C15 1. 3805}
N2 cd 1.132(5) c7 c1o 1. 493¢5) cu H10 0.963(4)
N3 cs 1. 343(5) cs 9 Lty OB HiL 0.97200
N3 Cc9 1. 348(4) c8 H3 0.968(4) cle iz 0. 985(6)
Ci6 HI13 0. 95504)
N4 Cll1 1. 352(5) Cc9 H4 0.972(4} Cle H14 0.959¢7)
N4 C1s 1. 34504) C10 H5 0. 963(6)
Cl c2 1. 430(5) C1i Hé 0.956(4)
%33 8RO
Table 3 Bond Angles In Degrees
atoml atom? atom3d angle atom] atom2 atom3 anghe atoml atomZ Atom3 angle
51 Pdl 52 89.75¢(3) N3 C5 C6 122.9(3) N4 c1l Hi 118.5()
51 Pd1 N3 89. T9(7) N3 C5 HIi 118.4(3) c12 Cl1 H§ 118.9¢4)
51 Pd] N4 176.9¢1) Cé C5 Hi 118.7¢4) c11 c12 Ccl3 120. 3¢4)
52 Pdl N3 177. 0(1) C5 C& c7 119. 7¢4) Cl11 C12 H9 120. 4¢4)
52 Pdl N4 89.74(7) Cc5 C& H2 120. 7(4) Cl13 C12 H9 119.3(2)
N3 Pd1 o E] 90. 88(9) c? CB H2 119. 6(2) Ci2 C13 Cl4 HT 200
Pdl 51 Cl 103. 841} Ccé c7 Ch 117. 2(3) Ci2 C13 Ci6 121. 5(4)
Pd1 s2 C3 103. 641} (o3 Cc? C10 120. 9¢4) Cl4 C13 Cl6 121. 3(4)
Pdl N2 C5 120. 1(2) (.} c7 Cclo 121.9¢4) ci3 Ci4 Ci5 120. 3(2)
Pdl N3 © 9 122. 4(2) Cc? c8 c9 120. 8(2) ci3 Cl4 H1Q 119.3(D
Cc5 N3 c9 117. 5(3) c7 c3 H3 119, 0¢3) [ 13 C14 H10 120. 504D
Pdl N4 cll 120. 2(2) o] c8 H3 120. 2{4) N4  CIS Cld 122. 1(2)
Pdl N4 Cl5 122.2(2) N3 cs c8 121.9¢3) N4 C15 H11 118.5(2)
cl1 N4 C15 117.6(3) N3 co H4 118.7(3) Cl4 C15 Hii 119402
51 Cl c2 117.0(3) C8 8] H4 119. 4(3) Ci3 Cl6 H12 110. 6C4)
51 Cl c3 121, 4¢2) Ccy C10 H5 110. 9042 Cl3 C16 H13 1. 504D
cz Cl C3 121.7(3) c7 Cl0 HE 111, 6043 C13 C16 Hi14 110. 9(5)
Nj c2 C1 177. 0(5) Ccy Ccl0 HY 110, B(5) H]2 Ci6 H13 107.8(6)
52 C3 Cl 121.5(2) HS Cc10 HE 107, 9(6) H12 CI& Hi4 107. 5(4)
52 C3 C4 116. 2(3} HE Cc10 H7 107. 504) H13 Cl6 H14 108. 4(5)
Cl C3 C4 122. 3(3) H% Ccl0 H7? 108, 0(5)
N2 c4 c3 177. 2(5) N4 Ccl1 c12 122. 5(3)
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- Table 4 Least-Squares Planes

ptane No. A B C D atom x ¥ z distance ead
1 —~0.4369 —0.3112 —0.8440 --3.7979 “mmemsesomsosooooo--gloms 6N plang- oo -aoeee oo
N3 4.9243 2.9699 €. 8579 —0.007  0.003
C5 4.1278  2.1505  1.5643 0. 005 0. 004
C6 4.4713  0.8602  1.8715 —0.003  0.004
c7 5.6818  0.3492  1.4329  —0.002 0. 004
C8  6.4876  1.1858 0. 6976 0.006  0.004 *
co 6.1038  2.4758  0.4317 —0.004  0.004
Chi sguared=5.
»
-------------------- Other BEOMS---~————-——-mmemmoee
C10 6.0879 —1.0496 1.7608 —0.021 €. 005

Pdl 4.3135 4.9254 0. 4419 0.008 0. 000

2 —0.4346 —0.8005 —0.0114 —6.3162 ——-—--m-m--eee 2toms i plane-—------o-eeoooe
N4 37054  5.1927 24299 0.002  0.003
Cll 4.5069  4.8007  3.4457 —0.005  0.00d
€12 4.1533  4.9455  4.7619 0.003  0.004
€13 2.9476  5.5235  5.0984 0.003  0.004
Cl4 21319  5.9400  4.0587 —0.006 0. 004
ClI5  2.5256  5.7555  2.7487 0.004  0.004

Chi seunared =§6.

R R R B REY 1 1 12, 7)1 S -
C18 2.5333 5. 6917 6. 5256 0.015 0. 005
Pdl 4. 3135 4.9254 0. 4419 0. 001 0. 000

»
3 —0.8961 —0.3632 ~0.2552 —5 7683 |,  ~----------mweeee 8toms in plane------ - -
N3 4.8243  2.9699  0.857%  0.058 . 003
N4 3.7054  5.1927 2.4299  —0.058 . 003 .

0
0
51 5- 0663 4.7030 —1.6681 -~0.055 0. 001
52 3. 5610 6.9838 —0. 0541 0.055 0. 001
Chi sauared=5459.

Pd] 4. 3135 4. 08254 0. 4418 0. 001 0. 000
Cl 4. 6369 6.1989 —2.4204 ~—0.02] 0. 004
c3 3- 9907 7.1830 —1.72786 0.024 0. 004
cz 1.9891 6. 3567 —3.7971 ~—0.042 0. 005
C4q 3-6393 8. 4300  —2.3247 0.039 @. 005
N1 5. 2950 6.4301 —4.87931 —0.087 @, 006

0

N2 3. 3347 8.4331 —2.7518 0. 056 . 006

The equatlon of the plane is of the form: A« x+B» y4+Cw zs=0
where A.B,C and D are constants and x. y and Z are orthogonalized coordinates.

ARABMIRE. ShLLRERBH G UK F(S1,52,N3, N4, GHAEB 2> @ &
AEREHEHOCL) MEMEEAREZ EN%EY 1772, ABTT R, L S1.52.N3.N4
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Eal i O BB AR R S Y Pd(v-CHspy ) (mnt) JM & B A& KEH * 177 -
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#*s5 ERGEN-ERC
Table 5 Dihedral Angles in Degrees Between Planes

plane Mo, plene No. dihedral argle
1 2 51.3
1 3 44.0
2 3 44. 0

SFPERBHIEAN TR TURFRT B hSwirFER
. o E AR (RE S B, =T HEMHS Fig. | Molecular structure of the title compeund
Bl — B A, WA FEmAH 5 L
M (B S1.S2.N3 M N4 94 [ F BT 7 89
R 447 T P9 LR BRIl 2 1| I AR 61. 37,

i EHHAE. R PIZRH . XRAFY
oL 1 E B L R R G 2R B0 R W AR B
B, B4 FPH—TEFHFT BEERHAK
WA R X AT TRIZH RS FER
., HERMERRn. RNeEIns—+2H
UMK R B 7 F [Prpy.(mnt) JRFEIHH)
ENE 3= 3 e /s 08 6 & Lol 00 1

B—HE.RIMEFHRT BEMERTREL
FMRe—BEMNRGRE. HEh.LERA PA(1)
(" BTFHEDEE ICODEBFHENES me sy i
¥i[Zn(s-CHapy).(mnt)], B REMSHFENH. & Fs 2 Molscular arrangement in cell
AFNEAMOEEAE . ERAEZTLBH AL ERERYN, XTEHERHE S
Xitik.
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SYNTHESIS AND CRYSTAL STRUCTURE OF [Pd(y-CH,py):(mnt) ],
AN COORDINATION COMPOUND WITH MIXED LIGANDS IN
A SQUARE PLANAR CONFIGURATION

Wang Shoubai® Qin Jingui** Liu Daoyu’ Luo Baoshen® Sheng Liaorong”
(" Department uof Cherustry , *Ceuler of Aunlpsis od wensurement , Widan Usirersily , Wiem  430072)

This paper describes the synthesis. characterization and X-ray single crystal structure of the new
title compound where y-CH;py is y-methylpyridine and mnt represents maleonitriledithiolate. It crys-
tallizes in triclinic system and space group P 1. It is confirmed that four coordinating atoms arround

PA( B ) cation form a square planar configuration. The relation between sitructure and the second

and third order nonlinear optical properties is preliminarily discussed.

Keywords ; synthesis crystal structure palladium square planar

nonlinear optical property
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