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ABSTRACT

Macrocyclic metal complexes [NiL*JCl, (L* = I[,8-disubstituted-1,3,6,8,10,13-
hexaazacyclotetradecane; R = CH,, C,H,, C,H,OH, C,H,CN, C,H,OH, CH,C;H;} have been
synthesized and reacted with [Bu,N][Ni{dpt),] (dpt = cis-1,2-diphenylethene-1,2-dithiolate} to
form various complexes of thé hexaaza macrocylic metal cations with the [Ni(dpt),]  radical
anion. Four structures of the complexes have been determined by single-crystal X-ray
diffraction analysis, ie  [NiL*]{Ni(dpt),];)2CH,CN (R = CHOH, 1; GCH, 2),
[Bu,N],[NiL*][Ni(dpt),], (R = C;H;OH, 3), and [NiL*(CH,CN),][Ni(dpt),] (R = C,H,CN,4). In
addition, [NiL*]{Ni(dpt),] (R = CH,CH;, 5; CH;, 6) have been prepared. Physical properties of
the complexes, including infrared spectra, solution uv-visible spectra, and SQUID magnetic
susceptibilities have been measured. The infrared spectra suggest that the [Ni(dpt),] species in
the complexes exist only as monoanion. The crystal structures shows that the geometries of the
[Ni(dpt),] ~ anions are essentially identical in the four complexes. The metal atoms of the
cations are four-coordinated with a nearly square-planar NiN, environment in 1, 2, and 3, but is
six-coordinated with a distorted octahedral NiN, geometry in 4. The cations and anions ar¢
connected through short N---S contacts, however, are well-separated in 3 and 4. The magnetic
susceptibility measurements reveal that all the complexes obey Curies-Weiss’s law with small

negative © values, indicating weak antiferromagnetic interactions at low temperatures. The

antiferromagnetic interactions might resut from Ni**§ contacts between [Ni(dpt),] " anions.

Key Words: Bis(dithiolato)metalates; hexaaza macrocylic metal cations; charge-transfer

complexes; crystal structures; magnetic properties.
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68'S 1o 8°f €8 | 1¥LS  T9LS (FHO=M)(*0dphN] [, 1IN
90°6 e b8'Y 98% | SS'LS  98'LS | (ND'HEO=W)[*(dp)IN] [ANDEHD), TIN]
99°¢ 69°€ £€°9 819 | 6€T9 1579 | (HOHO=W)IT:(dphNI[, TiINJINng]
8¢, vSL IS SI'S | 96'LS  0T'8S (HPO=¥NDHOZ-H{*(dp)IN] [, TIN]
w's 05°S 18y 98'v | 0Z'19 €19 CH?OHO=W*0dp)NI[, TIN]
1T°L 8€°L £0°S 506 | 8895  L6'9S | (HO'HO=¥INOHOZ-*(1dp)N][, TIN]
w4 Kb wd K| wmYE ¥ T

% N % H % O

¥HWLEU TGS ¥
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=~ bR

BIMM(SCRe), ™ " A dh ty dx bh 83 6 3 > & Schrauzer Ao
Mayweg“ e st £ % > B R v ( C=C )EMFa&d 4 TH M0 H
fe o f Adams Fo Cornell® e 57 % ¢ 45 th [M(S:CR;)] A R=H, CF;)#
v ( Ni-S )i £424% 8 T H 03 tmd s » Siimann fv Fresco“® &
£ % & T [M(SCRy)] ™ * ( M=Ni, Pd , Pt )& normal-coordinate
analysis > 12 #A[M(S:CoR),] “ P z o R Ha s R ARG B L
B A —1BH A &6 FiE o 15 Schlapher #= Nakamoto” F A F b {8 &
© ( force constant ; K WEXH& P z 5 R Ha b b BEA MR
W o

Schrauzer Fo Mayweg"*?¥ il 5 FHBR N MB R H T AR 2488
B A4 [NI(S:CR )] 4 2=0 , 1, 2 ) d s ERIR S H 3 o A R
Fo2T P IHMSMRRETRIET T4 THBE( the lowest
unoccupied MO ; LUMO )4 3bs, #1,
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3by LR E G 2B 8 3d SE BT R 8 7w SRk ey C -
C Z M &4t X (bonding type )\ C ~ SZMENi ~ S MBIAR
4k #: 7% A (antibonding type ) © F B /R 8 » ¥ Ae ey T -FHA by, HIX >
FEFC S CIHItstiER > mC ~ SIMANI ~ ST plases
A5 Ay (C=C)¥m» RZ v (CS)fou (Ni-S& Yy om -
Schlipher #» Nakamoto“"#i s & & » & P 145 &M F & o & 18 45
K(C=C ¥ v (C=C )} ; K{C-S)~ K(Ni-S) FHydmv(CS)
Foy (Ni-S)a ) » EERENGFT A FTHIABHER o

AR T H e 4540 B B A 4 R IR AR T [Ni(dpt)]) ' 444
PRA]E &S 4 sM R 3% » I PIAH4R 2B S — B S +wo

#Ha s A — IR B E £ % £ R4 Schipafer = Nakamoto“” %
AT A R AR R A& S P v (C=C)K LR £ 1454~1458cm ™!
Z M( A&t iz { BuN[Ni(dpt)) } #7455 8544 1456em ~'( ¢
BE4E © 1459.9cm™ )aig | v (C-S)K 4R & 864~870cm ' = /) » &2
#245 47{ Bu,N[Ni(dpt),] } 7713 9| 6945 868cm ~( X dk44 : 870cm ')4a
¥ o $2 P E4d A4 Ni(dpt), 13bdk > v (C=C)H B tmth#8% » M v (C-
S YA w Yy M9ABE > AT E AT AT 4A o A4 44 F Ni(dpt), %
TFTRA-VBERELAABERT  FFAMBOREGHETRE + 28K

phoh 0 48RS ag 1166~1168cm ~ ' Z A RPOE R A v ( C-
Ph)t v (C-S)ZRMAZE( XBfE . 1172em ') o
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L9T1 $98 8SH 1] (CHO=¥)[*(dp)INI[, TN
8911 L98 9SP1 (NOPHEO=Y) [FOdpXNI[H(ND*HO), TN
9911 0.8 9S¥1 (HOHI D=0 TH0dp )N [, TINTEINng]
L911 998 9SH1 CH2O=WND*HIT[*(dp)NIL, TIN]
9911 898 s CHPOHOI=W*dp)NIT, TIN]
9911 698 SSH1 (HOPHO=W)NO*HOZ [*(idp)ini[, T'N]
L9T1 898 9SH1 [FOadp)inINTng
€LT1 268 | 99€T “(dp)iN

(§-0) 1+(ud-0) * | (§-0) 1 | (0=0) U5 7%

BH(S-0) 1+(4d-0) 1) ~(S-D) 1 « (D=0) A FUAP)IN Tl W Y-S 85 « 3¢
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iR Y

AHER BN G KEHE TN ' B4 HH
[NiL®[Ni(dpt)s], - 2CH;CN( R=C,H,OH ) 1 -~ [NiL}][Ni(dpt),]» -
" 2CH;CN( R=C;H; ) 2~ [BuNL[NiL*|[Ni(dpt);]s( R=C;HsOH ) 3 %
[NiL®(CH;CN),][Ni(dpt):](R=C;H,CN ) 4 st B i sk pho L F 1 5 2.
# 48 Bl & #5( isostructural Ydg4 64 » M A E FHB I GHETRET X
BRI RBTAMRN 128464 0 4R 12 844844 BRREHE
FHBEARHB( AR IR LT 2R -m3ARS —RRAMEH -
e 4R LB 60 S M A A A A e B ANILM[Ni(dpt)o]o( R=CHCeHs 5 ;
R=CH; 6 YA % AR A ABNEAAFHTREHG K BB H
FRERHEE eI

(1) [NiL¥[Ni(dpt),];*2CH;CN( R=C,H,0H ) 1

ibédh 1 B# 12 8564 L4 8 T1E3K< ORTEP B w5 B
—> mBRTFEE ~ FREHRSH - SERMAFARMATH R AAMEZ
- &S —~%Swmo

ABEG#HTZ P B N2 GHHHE T i S RELEEEAN
g {8 — 45 ( secondary Y§,/& F(NI1 , N3, NIA , N3A i & b » &R+
wmagEEY > XKRERAARXNEZASKBA( BE = )o N2 HELELR
Fenseai( 1.914(HA | 1.939G)A )i e AL v fieds 2 KRG aR T 44
A3 8 INILY(C104)( R=C:H,OH *” ( 1.931(D)A , 1.927(2)A ) ~
[NiLM[Ni(mnt),]( R=C,H,OH Y*¥( 1.919()A , 1.929(2)A )#=[NIiL"]
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Qi R=C,H: )™ 1.933(3)A , 1.938(3)A ) F y e 4R 1% o KIERE&F |
O1-N2 sE&k % 2.955A( E#H MAARTFIABRLEER W LE=
®) ) BTESTROGSMER o BETF R F 048 Nil Laeag
3% A& de o & P 0 v i 7 ( distorted square-planar }» ¥k 48 — 555 Beis &
L EELR T4 E( Ni-S 4K 2.1333(13)A~2.1420(12)A ; ddn -
AFEARELR TR P4 B Nil 5 A K 5 89.22(5)°~90.66(5)° ) » 77 A,
ZHRMEARARELFEMAAL 691(16)° - HEEAREANBEES
AT E( BTFREEKRL 0.003~0.047TAY BMEZEAS E o BT
TRAMERREFER &AL 66.33(18)°F 67.68(17)° » THAXF L
BEF LSRR EMIHRFIFERGERD o
HRALEHR TS TR THAERRE » £RAEN3S3A A
3302A( A VAL RTHARRERS X RB=Z@) BFH4T
P 84 &, 584 B o # [NILM[Ni(mnt),]( R=C,H,OH *®ak 4 +( 4 78 :
NS ESE S 3.468(DA ; 2 FHA . ONEHE 287IC)A) #2455
FHRASTFRAEM BRIl LRRRETadhty SHWE -
B E T e A Nidpt)) | BAT( @b oo B A 6.509A )
ZH—BXRIERHTEE a A& (2A D' QA DM e ERH ] o
feak-To NS, FU NN, R TFBMO LB A 3320

2. [NiLR][Ni(dpt),],-2CH;CN( R=C,H; ) 2

o4 2 FB/HM 12 864 L4 R TR < ORTEP BT3B
N MBRTEE S FRASK - RRRMAFAMTHAIAHEZ L
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S t~% S H o

HEANBREHRTH P T 4eH 2 fo 1 A4 F] S#( isostructural )
it aHo ABBBTFZF LB N2 AAHMPOR > S RBE LA
ik av il — & §EF(NI, N3, NIA, N3A e 1 b » R F By
A > XIREAA R ZRSRBRE( AE = ) Ni2 BEREHARTY
A 1.920054, 1L.9215)A) a4 1 ehsE&AE c BEFAS T
2B Nl A BkatFaowll » AR B _BEEal ey
BRI (NS 8K 2.134()A~2.147Q2)A | MR AFBeAR AR
BT @y e B Nil oA RS 89.27(8)°~90.75(8)% ) » i R R8I A
ABELBRETFEAAASLSBRS) s HELAEAUBEERLTH
( BFmagk# 0.007~0.040A) Amskz %S+ ) BHFZRAMAE
BRAEF @ & A 66.71(27)°F 63.78(28)° °

B-tateh2 ARBRAZTDE a 2 3 HME » foibddy 1 48
R E4LE4 2 FE I N3-HS3A F 5--F FH &) £.48 45 A(N3-S3
B 35 4 3.307A) #MAE =(a)) o 144y 2 mibddh 1 A ARiLiF R
i BBt ) BT 4 NiS, S5 & T ¢5 NiN, &4 -+
& M ag &k B & 32.6°0

3. [BuyN]o[NiL*}[Ni{dpt)]«( R=CsHsOH ) 3
ibedy 3 4k Fi25 2 ORTEP Bl 74 B A LB F{ 5~ %51%

hEH - REBRUEAEFBMAHIAMELZES +=~KS twe i
T #4% B u( the asymmetric unit )& & —@[BwN] " B+ - ¥18
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[NiL®” *( R=C;HsOH K5 #F ~ 18— ¥ 8 [Ni(dpt),] M #t 7 & — 18
disordered #4[Ni(dpt),] & 8 F 7f 4 5%, o

REF#BRTFZP LB NI EAHRT B HAELRELY
w8 4 R T(N1, N3 ,NIA, N3A e/ F» BR-FHOBD -
AERGCEAETEAHKBE o N4 I RLE{KR TFHER
(187100 1A, 1.814(10)A )ik o4 1 ~ 2 R AW AH wels 2 K IEE
BT 4k A e i P 89 38 #( 1.919(2)A~1.938(3)A M itk o B dk F F
Ni2 fo Ni3 H#E T8 > AREFRLBLUEAFEHWERH » 25
mE A REEE LY BER FREAL E( NS 4 &
2.132(0)A~2.143)A ; mAa M RERE TR F L BHAR S
89.02(8)°~00.98(8)° ) £ B m MBI EA B AN EABL AR T8
E o @ @4 Nil 89 8] & —18 disordered #[Ni(dpt)] R 8&-F » K- Feisig
Ay Fawid® o FARE B RAL O EEE FEE
# F( Ni-S 42K 2.131(3)A~2.142(3)A | BMARALER FH T 045
69 A B & 89.18(11)°~90.70(9)° )» &4 i M 2% R A8 B IR R4 ]
@ FEAAS SIS AERBTLEAERETEAT
@( RFhaXe 0.002~0.041A) ARMiEZES+E ) BT
MR R AT & & B £ 58.89(32)°~63.73(69)° 21 ©

BAREY 3 ERRAZTS a e SHWE » HE T84

Nil #9[Ni(dpt)] FRdT kTl % a pAEFHEF] > 62 Ni2 &4
[Ni(dpt),] BT FF A S THMEF ad ERHF o £BF(01-3)%
CIHIERET U IR BRALA —H7BH(AB+—) £ HMBEa
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ey HEF &\ ok M R EHEBuN] BT E a MO ETEHANARLS

Ni3 #4[Ni(dpt)s) I #-F#=[NiL*]* *( R=C;HsOH )& #F 7 & DA ~

DA T2 P o ERACA M 1 60 B RHOLE » B RBELE S
FEEBYRDEBERRC REN ) Atddr 3 FPHHETHRAL

( GHOH Y&/ F Ligdym@i k> TRILSHI EE—HEEHR
BERH O-H-N B 4E0 54 o

4. [INIL®(CH;CN),][Ni(dpt)z]o( R=C,H,CN ) 4

boih 4 FTRBH 122844 2851 o2 REGENGET
LAREBAFRANELAEER c A4 RTIER L ORTEP B w581
o BmBRTAEE - FEBER  RERSAFRREHIAREZE
S+4~%k S+ o

R BmFzFo4B Ni2 53—z &5 (distorted octahedral)
fts > KRG 1 4o 2 89T B eI ELA » F @ b A k4918
SRR T(NZ, N4, N2A | NAA Bz » AT mayi gl » XIRRE
RB ERAARGBY o Ni2 3| BB RRTOERE 2.066(A -
2.067(4)A » S[NILRQiJ{ R=C,H,CN Y 2.053(3)A ; 2.062(3)A )~
[NiLMBFda{ R=C,H,CN °? (2.054(HA ; 2.058(HA) v [NiL*
(TCNQ),J( R=C,H,OH ) 2.053(4)A | 2.056(5)A a4 35 348 i » {2 o vg Be.
Gegfetd 1 fo 2 Mk WErRELHBATHRORET
( NSNSA ) 363k 2 2.131(DA o I%;E&%Mfa F.0 48 Nil LEii8s
Bindhe)-F EH@EN > ARE FAARAX ELOWERE FEEEL E
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( Ni-S 42 & 2.1353(14) Afe 2.1466(14) A ; DS EHmE FR T4
B Nil &9 4 5 89.01(5)°~91.00(5)° ) » i A mBELELRMEF
mE &L AS 47411 c AR L ABEADBERETLAFE( RFREX
#5 0.002A~0.012A Y ( RMekZ kS =+ ) R&TFZAAXIRRET
& & A B 59.76(22)°F» 63.26(19)° o

B+=X8eHh4 LRBAEE adt) S HHE > B +w b T
% B w{E[Ni(dpt),] B #F( o NiSs T HEREF@ LB A 0O°F
47.1°; P& BIEMRA 6.994A~12485A VA F —~E A FEHRTF » b
FTHAREALY a @iflo MBRETARBT T2 ANESRRES
5.727A > B5a-Fo) NiN, f1/2 8769 NiSy L B4 FE LB S 269
44.2° o

ik hgAbA b RERGSETF L NN &R TRER B
it 4 A FEH LR et ~ 23 ek
BMBMABGIRA EMENR K oS wELRERATFENE
8T AL B B8 Ni-S ~ S-C ~ C=C %8242 & #[Ni(dpt),]” ' 2 84
AR MRV R b RAAL ) TRERALSHHEE
RERIBEHRYREBERS  FR TS o ~ F-Ni(dpt),"> Mg —
(A T) TRAER NS 2 S-CHaRib TRk - - C=CH
R B Py A4 0 E4ER £ Schrauzer A &R AT 4 o
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% 7L ~ [Ni(dpt),]' s 4R BB ML sk

Ny Ni-S(A) S-C(A) C=C(A) FETH

1 2138 1733 1375 A

2 2139 1743 1361 AR

3 2135 1761 1349 AstR

2136* 1742 1.360°

4 2140 1739 1364 AR
[(CsHs):Sel[Ni(dpt)] - CH;COCH;  2.143 1720 1.390 26
[(C2H;)aN] [Ni(dpi)z) 2138 1768 — 37

a . distorted [Ni(dpth] 3£

%4+ ~ [Ni(dpt)]"(n=0, -1)4& &4 o4 B B 1 09 S f s st

= Ni-S(A) S-C(A) C=C(A) FEqH

a -[Ni{dpt).] 2.100 1.710 137 50

/A -[Nidpt)] 2.124 1.698 1.414 51
1 2.138 1.739 1.375 AFE
2 2.139 1.743 1.361 KR
3 2.135 1.761 1.349 A

2136  1.742°  1.360°

4 2.140 1.739 1.364 AN

a . distorted [Ni(dpt):] 4% 5



Cidlim__.
v
& Ci4) Cl46}

Bl— - [NiL¥][Ni(dpt)); 2CH;CN(R=C;H,0H) t ;7 ORTEP [ & & F- gk
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(&)[NILR(CH;CN )] [Ni(dpt)z]2(R=C:HCN) 4

B~ - £BW1 - 2 - 4 PREBETZ BRI
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(b) > FARE

B= - [NiL*J[Ni(dpt)]o2CH;CN(R=C,H,OH) 1 Z H B BE
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35

B w ~ NiLY)[Ni(dpt);]> 2CH;CN(R=C;H,OH) 1 & a b 38R mt [



T4 TR B e T (HOTHEO=¥NDIHOT- AN [y TIIND ~ T &




Cld).&

CI46)
cus Sy
Yocian Y™ co
e [ f‘ A !
~ SOz S
LY, C1261 &) g
Cra31 X
29 vC[?dI
CI25)

B 7% - INILYNi(dpt))o 2CHCN(R=C,Hs) 2 2 ORTEP B R 5 T485%
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T !
ref 8 9 7 CHD=YNDIHIT-AL0dpyINI[, TINT « 2+ B
NG TING ~ 2+ 8

38



Ci86)1 1A%

Cid
114}

@ TinSH

Cagl

210
Ct104) COO2

g o . FI4 disordered SR{RHIER T

B A [BusNT[NIiL®)[Ni(dpt)2]o(R=C3sHsOH) 3 2 ORTEP Bl k2 [ F455%
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BT e e 9 € (HOHO=W)'TF0doyNI [, TiNE (N’ ng) ~ ¥ 1

&
N,
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k)
]j

. [BusNLNiLYJ[Ni(dpty,]s 3 ZEBHABET 4 a HiISLHIPIZs0

&+
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+ — ~ [BusNJ[NiL* | [Ni(dpt)2]o(R=C3HsOH) 3 . 54 oL 38 5k 5]
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i = - & 5 R
8+ =+ [NILYCH;CN),][Ni(dpt);]:(R=C:H.CN) 4 .2 ORTEP EREF
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C,H,CN) 4 36 2 $b% 5 ML

. [NIiL®(CH3CN): | [Ni(dptyla(R

8+



N = Be
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F o~ ERE
WM TR EEHFRR— AR S EFAH > CHMTHREN
LEBEGHARZ — o MEFA MRS > AW EHFR
ILHBERFOBHHREELNAE °
FriBas ey B B R A5 40 K A B A& — 4w sk 35 ( applied magnetic

field ; H)» MEMHBREBFRRINNER - F—BTHH — &
$6( ‘magnetic moment ) » F—PERH T EMBBETF » —~ME kAL
(spin-up ; 1)» —18 B #% & F(spin-down ; |)oBdw—5F R T
FAF BB ARBEETH > WHRREBEYR L LHEH > €7
Bl iG MR L wR— O TFTRBTHHAAETHBETH(E)
LA —BARBTT ) AABTTFREREARAEAGEHHEY
U RRAEEENITA PHHABEXBTHATHER

i# 5544 ( diamagnetism) 44w : [FeCp,][TCNE]

JFi 5% M4 paramagnetism ) #4e © [CoCp*,][TCNE]

3244 ferromagnetism ) 44w © [MCp*][TCNE]( M=Fe , Mn , Cr)
35 4% 5% 14 ( ferrimagnetism ) 44w | [MnTPP][TCNE]

B $#5 4 ( antiferromagnetism ) 40  [NiCp*2][TCNE]

$%5% 1k ( metamagnetism ) #i4w : [FeCp*,][TCNQ]

P A e 8 A S e s 35 T € & sE4L( Magnetization ; M MR && A
4 > 5% A Ji( magnetic induction | B)# X b B

B=Ho+4 M (1)

stk % ( susceptibility | x )04 £ B
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M=y H (2)
¥ H-s#4b £ ( molar susceptibility ; xAMaELR( x ) RELZFBH
( molar volume ; V ) BFADXFTETATR !

M=H- x/V  (3)
AMV =H xn (4
HIEHWAMT  RBT MR T T & —H BB & (closed shell ) »
MAETHARY At THRERAEIEFORZIMBR » 558
Bk A A LATQREB A fo st esifFH R B G E4L
AE o HAMEHEHEA M T RRPERTLERET > 5—HAE
#(openshell ) » H R MHBET» £S5 wBOF THARYBEEFORZ
AE o AR A EM > BRI aEG Bm it B2 RAN.
HO T AL © AR T 80 BEAL % A58 A 8 B4R 8 /B 2 2 A8 Curie
Law ) :
x=C/T C : B2 %%(Curie constant )

T : #4438 /& ( absolute temperature )  (5)

bR F & B A 2 6 ( the effective magnetic moment | g r )89 X o)
# er=[ghs(s+1))" (6)
HHEREEMNAMIERNRN M ETARTHARTARZI ARG
7 BT 4769 3L ( B 8 AR BR A S R AE SCARIE R ) 0 BIAE
W xBEREETHE bR REEZHMYMETREE - 5

# % #( Curie-Weiss Law ) & F :
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x=C/(T-8) & :st#¥EBE (D

T OB EERELA RSAER ; 0 A EARRRELE SstF
A o |

ETHEAZRER LA S RRBuE YR BAE AR > A
HAEBR LA ZRMEE( SIREHENE o $REAIHEN - HWEA
GhRRGZETHOHRER » THREARAAF( ordering )owR g
FMEFATHI( BAEHBIBRER ) MESMEG T TR
R Lo AR RY 884t 3% K ( saturation.
magnetizations > Ms ) » B8 451 8 4 0 B &4l H o 48440 B
RERGHI( AARMHEIBRMER ) MBRELHNERG A BHL
A% b bREBEMY o

R RPIF A LEMRGEE RIS F ehmiletE Al »
BB FHERFIAMELES =+~ S Z+ A clbbHAETE
T EAAHGBEY  FmER LikHH o
1. [NiL®[Ni(dpt),])o-2CH;CN(R=C,H,0H) 1 _

ot 1 Zaptk Pl RPIA ML S =+ — » i F(xOH
BT )AL EEB( Y xJHBE(T)EA BAEE( pter JHBA(T)
zHBHAAHRBTE BB +L > BEEEEBA 2~300K
Z R > Shhe sk % A A 5000 S o

&1 8 + BT doe FiR( 300K )BFay A I B 2.62 pp 0 HEAH
BEFLB(S=12)ih#E1E AR A REEIEm 245 ug> HBAE R
EHT 5o 72 d RANI(dpt)] S EET RS XRGER TR LA HE]
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BEYBETHEM 33 o A& KA LNEHEARFEEL—
SRR > O 4A#AR-482° c [EEN E M A O HEIR( E SOK )H #sIE
BTl SOK AT oA RaksE B RN AE 2K 89 1.82 ppg >
B|MTRARA REEBIER o

2. [NIL®][Ni(dpt);]2*2CH;CN(R=C,Hs) 2

e 2 2B FRERIAMEENES —+ = B R(x )H
BA(T)~ s R B( Vx JHBERE(T)RA BBEIE( 1 orre JEHBH(T)
ZHEBFANFABE A B FARE 1 AIFELEEAE 2~300K
M > ShAemkd iR A 5000 FHA o

B =+ Theda &4 2 £ £R( 300K )ired A 2 a6 & 2.35 pg >
BUAHEEELB(S=1/2 )48 A 3480 2.45 > BB H
M 4o 4 B REANI(dpt)] e &-T F RO > KB d T 80 B4 4 5
RBOTTEMR BT o £ASOK A EBBARFLER—
ShAF A > 6 1E495H-14.50° 0 25K PATF 89K MaEsE iRy £ 2K
B 0.74 pg > Thadt &4 2 LAKB T A SABR6 RANSEER ©

3. [BusNTJo[NiL¥)[Ni(dpt),Ja(R=C;HOH) 3

a4 3 Zaptbn| B RPIZM&NES —+ = » st FE(x )H
BE(T) st R EB(VxJHBA(T)RA BBy ) HBA(T)
ZHBHRNAABR —+— Bt et AEEEAREA
2~300K R » S Aesbif 38 E & 5000 S8 © '

a9



B -+ =4e i FB( 300K )eFa) A Hmkse & 3.58 pp > HEHW
BEFRR(S=12 WL A3 346 up> FiBMHAEEER T LAY
o B [Ni(dpt);] P& &t 760 Tl » B T A1 5 A0 # o 3B B A KA
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B S & ~ [NICLLM(R=CH,CeHs)Z S SME B oveneeeerenrecrrecrreessecrseneaseesaees 119
B S A ~ [NiCLLY(R=CH3)Z 4 S 4 A -ooeeoneennes rreeevees s 119
B S A ~ [NIL}[Ni(dpt): ]2 2CH;CN(R=C,HsOH) 1 Z fx5p 52 A HR ........e........ 120
S + ~ [NiL¥][Ni(dpt) ]2’ 2CH)CN(R=C,Hs) 2 Z 4r $PE K EE coovvevrereeeenee 120
B S+— ~ [BusN][NiL*)[Ni(dpt)Jf(R=C3HsOH) 3 & 4x 552 3% M .....ooovv.is 121
B S+ = ~ [NiLMCH3;CN),I(Ni(dpt).1,(R=C;H4sCN) 4 2 2 shag 3% H ............. 121
M S 4= ~ [NILR[Ni{dpt):]2(R=CH2CsH5s) 5 Z s M2 L3R oo, 122

S ++eg ~ [NiL¥|[Ni(dpt)2]o(R=CHs) 6 Z & S E IR oooonvecernnoenrrrninnnrnn 122
S + & ~ [NiCLL'KR=C,H,OH)Z & H 4T LA AEE oo 123

B S +55 ~ [NICLLY(R=CoHs) Z Bk 4 b T AKX ER oo 123
B S+t ~ [NiCLLY(R=C3HsOH)Z i il S #h-T AR oo 124
S+~ [NICLLY(R=C:HCNYZ 8 - T R AL EE e 124
S + 7 ~ [NiICLLA(R=CH,CsHs)Z 55 5% B 5h-T A AR oo 125
B S =+ ~ [NiCLLFYR=CH3)Z iE# 5T A AAER o 125
S —+— - [BwN][Ni(dpth] ZiEZ E4H-TRAKEE .o 126
S =+ .= - NiL*][Ni(dpt);]»"2CH;CN(R=C,H,O0H) 1 Z ;5% ¥ 4h-T A AL ER

126

B S =+ = - [NIL¥][Ni(dpthl»2CH;CN(R=C;Hs) 2 Z iE 5z ¥ 4h-T A A A H
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B S =+ ~ [BuNLNIL¥[Ni(dpty]s(R=Cs;HsOH) 3 Z &% K 5h-T ﬂ,sbyt:;%ﬂ

BS—+x&- [NIL"(CH3CN)21 [Ni(dpt)a]2(R=CoHLCN) 4 Z 3 4 5h-7T At 3% Bl
veerene 128

B S =7 ~ [NILFNi(dpt)]:R=CH:CeHs) 5 Z i ¥ 9h-T AAAHE....... 128
B S =+ ~ [NIL}[Ni(dpt):](R=CHz3) 6 Z & B 5T LAAHEE oo 129
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% S — ~ [NiL¥|[Ni(dpt)z]'2CHsCN(R=C,H,OH) 1 4 34 2 B 35 ¥ 41 &

Empirical formula
Forrnula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

Volume |, Z

Density ( calculated )
Absorption coefficient
F(000)

Crystal size

& range for data collection
Limiting indices

Reflections collected
Independent reflections
Absorption correction
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*

Final R indices [I > 2 & (I)]
R indices ( all data )
Extinction coefficient
Largest diff. Peak and hole

CnHieMNgNi0253

1518.02

203(H K

0.71073 A

Monoclinic .

P2|/l'l

a=10.8884(11) A alpha=90°
b=2281D A beta=99.241(7)
c= 14.2486(39) A gamma=90°
3494.0(5) A°, 2

1.443 Mg/m®

1.091mm™

1584

?xXx?7x 7 mm

1.78 to 25.00°
0=h=1205ks27- 1621 16
6489

6150(Rin=0.0681)

None

Full-matrix least-squares on F*
6139/0/422

1.058

R1=0.0486 , wR2 = 0.1209
R1=0.0762, wR2 =0.1520
0.0000(3)

0.797 and -0.489¢ A’
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% S =~ [NILM[Ni(dpt}2]-2CH;CN(R=C,H,OH) 1 2% F-42 B [x10°]| B ¥ %
# 2 #[A%10%]. U(eq) is defined as one third of the trace of the

orthogonalized Ujj tensor.
Atoms X Y z Uleq)
Ni(1} 3568(1) 917(1) 1201(1) 40(1)
Ni(2) 10000 0 0 36(1)
S(3) 2222(1) 1578(1) 743(1) 41(1)
S(2) 4962(1) 296(1) 1757(1) 50(1)
S(4) 4782(1) 1285(1) 314(1) 48(1)
S() 2258(1) 504(1} 1966(1) 47(1)
C( 3068{4) -60(2) 2616(3) 40(1)
C(h 5194(4) -526(2) 3157(3) 42(1)
C(46) . 4587(4) 2840(2) -870(3) 45(1
C(32) 1748(4) 2358(2) -1731(3) 51(1)
c(n 2311(4) -444(2) 3147(3) 41(1)
C(4) 3976(4) 1864(2) -294(3) 39(1)
C(42) 5587(4) 1991(2) -1363(3) 51(1)
c4n 4692(4) 2230(2) -873(3) 40(1)
C(2) 4302(4) -135(2) 2544(3) 38(1)
C(12) 1352(4) 210(2) 3563(3) 51(1)
c(31) 1824(4) 2334(2) -749(3) 40(1)
C(45) 5325(4) 3186(2) -1344(3) 51(1)
C(16) 2460(4) -1046(2) 3154(3) 49(1)
C(25) 6103(4) -843(2) 2787(4) 53(1)
C(13) 538(5) -576(3) 3945(4) 64(2)
C(3) 2773(4) 1969(2) -161(3) 37(1)
C(22) 5206(4) -538(2) 4127(3) 52(1)
C(15) 1657(5) -1412(2) 3538(4) 60(1)
C4d)  6192(4) 2944(2) -1817(4) 56(1)
C(43) 6324(5) 2349(2) -1825(4) 60(1)
C(36) 870(4) 2598(2) -352(4) 55(1)
C(14) 673(5) -1176(3) 3920(4) 66(2)
C(23) 6102(5) -859(3) 4720(4) 68(2)
C(24) 6975(5) -1170(3) 4344(5) 74(2)
C(35) -129(5) 2860(3) -930(5) 76(2)
C(25) 6967(5) -1166(3) 3378(4) 70(2)
C(33) 752(5) 2631(3) -2297(4) 72(2)
C(34) -180(5) 2870(3) -1900(5) 78(2)
N(1) 8860(3) 183(2) R73(3) 43(1)
C(10) 10542(5) 794(2) -1367(3) 51(1)
NG) 9975(3) 786(2) 474(2) 4K
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(L&)

N(2) 8232(3) 1149(2) 244(3) 51(1)
C(9) 8765(4) 1113(2) -599(3) 53(1)
C(5) 8383(4) -380(2) 1204(3) 52(1)
C(6) 7822(4) 598(2) 552(3) 52(1)
1) 7328(4) 2301(2) 791(3) 85(1)
(D 8862(5) 1535(2) 999(4) 60(1)
C(8) 8045(7) 1921(4) 1391(6) 118(3)
N(4) 8584(5) 561(2) 2972(4) 83(2)
c(17) 7847(3) 690(2) 3416(4) 60(1)
C(18) 6900(6) 866(3) 3982(5) 83(2)
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% S = ~ [NiL®)[Ni{dpt)z]o'2CH;CN(R=C,HsOH) 1 Z 4 £ ( A )

Ni(1)-S(2) 2.1333(13) C31)-C(36) 1.397(6)
Ni(1)-S(4) 2.1420(12) C(1-C(3) 1.478(6)
Ni(1)-S(1) 2.1464(12) C(45)-C(44) 1.363(7).
INi(2)-N(3) 1.914(4) C(16)-C(15) 1.385(6)
Ni(2)-N(3)#1 1.914(4) C(26)-C(25) 1.372(7)
Ni(2)-N(1)#1 1.939(3) Cc(13)-C(14) 1.376(8)
Ni(2)-N(1) 1.939(3) C(22)-C(23) 1.390(7)
S(3)-C(3} 1.749(4) C(15)-C(14) 1.387(8)
S(2)-C(2) 1.731(4) C(44)-C{43) 1.366(7)
S(4)-C(4) 1.737(4) C(36)-C(35) 1.390(7)
S(1)-C(1) 1.740(4) C(23)-C(24) 1.363(8)
C(1)-C(2) 1.375(6) C(24)-C(25) 1.376(8)
C(D-C(11) 1.491(6) C(35)-C(34) 1.374(9)
C21)-C(22) 1.380(6) C(33)-C(34) 1.354(8)
C(21)-C(26) 1.397(6) N(1)-C(6) 1.488(6)
C(21)-C(2) 1.493(6) N(1)-C(5) 1.491(6)
C(46)-C(45) 1.379(6) C(10)-C(5)41 1.492(7)
C(46)-C(41) 1.396(6) C(10)-N(3) 1.501(5)
C(32)-C(31) 1.390(6) N(3)-C(9) 1.501(6)
C(32)-C(33) 1.391(7) N(2)-C(9) 1.417(6)
CUD-C(16) 1.382(6) N(2)-C(6) 1.427(6)
C(11)-C(12) 1.387(6) N(2)-C(7) 1.473(6)
C(4)-C(3) 1.375(5) C(5)-C(10)#1 1.492(7)
C(4)-C41) 1.482(6) O(1)-C(8) 1.369(8)
C(42)-C(43) 1.384(6) C(T-C(8) 1.428(8)
C(42)-C(41) 1.398(6) N)-C(17) 1.138(7)
C(12)-C(13) 1.392(7) C(17)-C(18) 1.463(8)

Symmetry transformations used to generate equivalent atoms

#1 -x+2,-y,-z
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% S m ~ NILYJ[Ni(dpt)2]2"2CH;CN(R=C,H,OH) 1 = 4 A( °)

S(3)-Ni(1)-5(2)
S(3)-Ni(1)-S(4)
S(2)-Ni(1)-S(4)
S(3)-Ni(1)-8(1)
S(2)-Ni(1)-S(1)
S(4)-Ni(1)-8(1)
N(3)-Ni(2)-N3)#1
N(3)-Ni(2)-N()#1

N(3)-Ni(2)-N(1)
N(3)#1-Ni(2)-N(1)
N(L#1-Ni(2)}-N(1)
C(3)-S(3)-Ni(})
C(2)-S(2)-Ni(1)
C(4)-S(4)-Ni(1)
C(1)-S(1)-Ni(1)
C)-C(1)-Cc(11)
C(2)-C(1)-S(1)
C(11)-C(1)-S(1)
C(22)-C(21)-C(26)
C(22)-C(21)-C(2)
C(26)-C(21)-C(2)

- {C(45)-C(46)-C(41)
C(31)-C(32)-C(33)
C(16)-C(11)-C(12)
C6)-C(11)-C(1)
C(12)-C(1 )-C(1)
C(3)-C(4)-C(41)
C(3)-C(4)-5(4)
C(41)-C(4)-S(4)
C(43)-C(42)-C(41)
C(46)-C(41)-C(42)
C(46)-C(41)-C(4)
C(42)-C{41)-C(4)
C(1)-C(2)-C(21)
C(1)-C(2)-5(2)

N(3)#1-Ni(2)-N(1)#1

175.48(5)
90.00(5)
90.57(5)
89.22(5)
90.66(5)
174.32(5)
180
87.1(2)
92.9(2)
92.9(2)
87.1(2)
)
106.66(14)
105.82(14)
106.42(14)
105.86(14)
126.3(4)
118.0(3)
115.5(3)
118.3(4)
120.0(4)
121.5(8)
121.0(4)
121.0(5)
118.4(4)
120.9(4)
120.4(4)
125.2(4)
118.7(3)
116.0(3)
120.7(4)
117.1¢4)
120.7(4)
121.9(4)
125.6(4)
119.3(3)

C(32)-C(31)-C(36)
C(32)-C3D-C3)
C(36)-C(31)-C(3)
C(44)-C(45)-C(46)
C(11)-C(16)-C(15)
C(25)-C(26)-C(21)
C(14)-C(13)-C(12)
C(4)-C(3)-C(31)
C(4)-C(3)-8(3)
C(31)-C(3)-(3)
C(21)-C(22)-C(23)
C(16)-C(15)-C(14)
C(45)-C(44)-C(43)
C(44)-C(43)-C(42)
C(35)-C(36)-C(31)
C(13)-C(14)-C(15)
C(24)-C(23)-C(22)
C(23)-C(24)-C(25)
C(34)-C(35)-C(36)
C(26)-C(25)-C(24)
C(34)-C(33)-C(32)
C(33)-C(34)-C(35)
C(6)-N(1)-C(5)
C(6)-N(1)-Ni(2)
C(5)-N(D-Ni(2)
C(5)#1-C(10)-N(3)
C(10)-N(3)-C(9)
C(10)-N(3)-Ni(2)
C(9)-N(3)-Ni(2)
C(9)-N(2)-C(6)
C(9)-N(2)-C(7)
C(6)-N(2)-C(7)
N(2)-C(9)»-N(3)
N(D)-C(5)-C(10)#1
N(2)-C(6)-N(1)
C(8)-C(7)-N(2)
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117.6(4)
121.0(4)
120.7(4)

. 121.0(4)

121.4(5)
120.3(5)
120.6(5)
128.0(4)
117.3(3)
114.4(3)
120.8(5)
119.8(5)
119.3(4)
120.9(5)
120.5(5)
119.3(5)
120.1(5)
119.3(5)
120.3(5)
120.7(5)
120.3(5)
120.2(5)
111.0(3)
118.2(3)
108.0(3)
106.2(4)
111.5(3)
109.0(3)
118.0(3)
113.7(4)
116.6(4)
115.8(4)
113.5(4)
106.9(3)
113.2(3)
114.1(5)




(%Ek )

C(21)}-C(2)-5(2)  114.3(3) O(1)-C(8)-C(7) 118.4(7)
C(11)»-C(12)-C(13)  120.4(5) N@#)-C(IT-C(18)  179.2(7)

Symmetry transformations used to generate equivatent atoms
#1-x+2 -y, -z
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#%& S E ~ [NiL®|[Ni(dpt)2)2CH:CN(R=C,H:OH) 1 £ R FHZ R+ &
plane 1 : Nil,81,82,C1,C2( £ it )

© 1.830(10)x+ 14.346(19)y + 10.293(11)z = 3.177(3)
Nil : 0.0270(1)
S1: -0.0170(1) C1 : -0.008(3)
S2 : -0.037(1) C2 :-0.035(3)
B33 0.027(A)

plane 2 : Nil,$3,84,C3,C4( & 3E)
3.079(9)x + 14.400(19)y + 9.512(11)z = 3.602(3)
Nil : -0.041(1)
S3:0.062(1) C3:-0.066(2)
S4 : 0.020(1) C4 : -0.026(2)
BTFFHEa8 0.047A)

plane 3 : C11,C12,C13,C14,C15,C16( %)

4.959(19)x + 1.010(40)y + 11.463(16)z = 4.725(5)

Cl1: -0.016(3) Cl4 : -0.016(4)
C12 : -0.009(3) C15:0.010(4)
C13 : 0.006(4) C16 : 0.006(3)

B F R348 0 0.011(4)
plane 4 : C21,C22,C23,C24,C25,C26{ % 3%)

6.500(19)x + 18.145(30)y + 0.126(32)z = 2.464(16)

C21 ; -0.001(3) C24 : 0.002(4)
C22 : -0.005(4) C25 : -0.008(4)
C23 : 0.004(4) C26 : -0.008(4)

BFFHikds - 0.006(A)
plane 5 . C31,C32,C33,C34,C35,C36(#3%)
5.308(20)x + 19.839(24)y + 0.007(31)z = 5.606(6)

C31 : -0.008(3) C34:-0.010(4)
€32 :-0.002(4) C35:-0.001(4)
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(% L %)
- C33:0.011(4) C36:0.010(4)

BTFF#1434% :0.008(A)
dihedral angle : (1)46.4° (2)41.9° (3)70.6° (4)7.73(27)°
plane 6 : C41,C42,C43,C44,C45,C46( %358

6.036(17)x + 1.136(45)y + 10.416(18)z = 2.180(16)

C41 ; -0.003(3) C44 ; -0.001(4)
C42 : -0.001(3) C45 : -0.003(3)
C43 : 0.003(4) C46 : 0.005(3)

BTF35445 - 0.003(A)

dihedral angle:

(1) plane 1 & plane 2 : 6.91(16)°
{(2)plane 3 & plane 4 © 66.33(18)°
(3)plane 5 & plane 6 : 67.68(17)°
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4 S ¢ ~ [NiL¥][Ni(dpt)a]»-2CH:CNR=C;Hs) 2 &35 2 B4 T # &

Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

Volume , Z

Density ( calculated )
Absorption coefficient
F(G00)

Crystal size

& range for data collection
Limiting indices
Reflections coilected
Independent reflections
Absorption correction
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [I > 2 6 (1))
R indices ( all data )
Extinction coefficient
Largest diff. Peak and hole

CpHasNgNizSs

1486.02

293(2) K

0.71073 A

Monoclinic

P21fn

a=10918(2) A alpha=90°
b=22.895(5)A beta=99.661(12)°
c=14.102() A gamma=90°
3475.1(10) A*, 2

1.420 Mg/m’

1.093mm™

1552

?7X7x7? mm

1.78 to 22.50°
D=h=110=S4k=24-155715 4
4817

4540(R;,=0.0681)
Semi-empirical from psi-scans
Full-matrix least-squares on F
4533/0/413

1.037

Rl =0.0527 , wR2=0.1116
R1=0.1071,wR2=0.1457
0.0006(3) '

0.344 and -0.360¢A’
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% S &~ [NILY[Ni(dpth]a2CH;CN(R=C;Hs) 2 = B T Ex10'| B S F 4 4 ¥
" [A%10%]. U(eq) is defined as one third of the trace of the orthogonalized Uij

tensor.
Atoms X ¥ Z Uleq)
Ni(1) 855%(1) 920(1) 1232(1) 43(1)
Ni(2) 5000 0 0 3%(1)
S ' 7248(2) 508(1) 1995(1) © 48(1)
S(3) 7219(2) 1579(1) 725(1) 44(1)
S(2) 9944(2) 295(1) 1785(1) 52(1)
S(4) 9817(2) 1291(1) 39001} 5K
C(1) 8065(6) -60(3) 2643(5) 42(2)
C21y - 10182(6) -533(3) 3191(5) 42(2)
C(46) 9628(6) 2830(%) -879(5) 51(2)
C4n 9769(6) 2222(3) -829(5) 41(2)
Ciy 9021(6) 1859(3) -261(5) 40(2)
C(16) 7460(6) -1051(3) 3175(5) 49(2)
Ci(32) 6886(7) 2351(3) -1782(6) 59(2)
C(12) 6340(6) -221(3) 3588(5) 53(2)
C(14) 5687(7) -1183(4) 3948(6) - 66(2)
C(11) 7304(6) -446(3) 3168(5) 43(2)
C(42) 10660(7) 1974(3) -1291{6) 38(2)
“C(26) 11095(6) -842(3) 2807(6) 55(2)
C(2) 9278(6) -140(3) 2572(4) 41(2)
C(3D 6894(6) 2329(3) -805(5) 43(2)
C(22) 10191(7) -562(3) 4171(5) 52(2)
C(43) 113599(7} 2322(4) -1777(6) 65(2)
C(44) 11225(7) © 29174y - -1829(6) 62(2)
C(45) 10353(7) 3159(3) -1369(6) 59(2)
C(23) 11104(8} -862(4) 4755(6) 69(2)
C(15) 6659(7) -1412(4) 3561(5) 62(2)
C(t3) 53531(H -590(4) 3963(5) 67(2)
C(36) 5927(7) 2595(3) -441(6) 60(2)
C(3) 7817(6) 1963(3) -167(5) 40(2)
C(24) 12002(8) -1155(4) 4379(8) 773
C(33) 5948(8) 2623(4) -2393(7) 76(3)
C(34) 4979(8) 2866(4) -2041(8) 29(3)
C(35 4973(8) 2857(4) -1070(8) 80(3)
C(25) 11997(7) -1145(4) 3402(7) 69(2)
M(3) 4916(5) 792(2) -455(4) 42(1)
N(1} 3858(5) 145(2) 372(4) 44(2)
C(1; 5478(7) 814(3) -1350(5) 57(2)
C(™ 3700(7) 1103{4) -582(5) 60(2)

N{Z) 3129(6) 1097(3) 256(5) 59(2)
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(#Ek)

C(5) 3427(7) 417(4) 1218(5) 59(2)
C(6) 2782(7) 532(4) 529(6) 63(2)
N{4) 3613(7) 533(4) 3013(6) 84(2)
c(i7) 2861(8) -~ 667(4) 3443(6) 60(2)
C(7) 3641(8) 1495(4) 1049(6) 73(3)
C(18) 1908(8) 853(4) 3979(6) 84(3)
C(8) . 3279(9) 2102(4) 857(8) 104(3)
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& S A~ [NIiL¥)[Ni(dpt),]a2CH3CN(R=CoHs) 2 Z 8t £ (A)

Ni(1)-S(2) 2.134(2) C(12)-C(13) 1.389(10)
Ni(1)-S(4) 2.137(2) C(14)-C(13) 1.369(11)
Ni(1)-S(3) 2.139(2) - [C(14)-C(15) 1.376(10)
Ni(1)-S(1) 2.147(2) C(42)-C(43) 1.392(9)
Ni(2)-N(3) 1.920(5) C(26)-C25) 1.371(10)
Ni(2)-N(3)#1 1.920(5) C(31)-C(36) 1.390(9)
Ni(2)-N(1) 1.921(5) CG31-C(3) 1.491(9)
Ni(2)-N(1)#1 1.921(5) C(22)-C(23) 1.367(10)
S(1)-C(1) 1.745(7) C(43)-C(44) 1.376(10)
S(3)-C(3) 1.749(7) C(44)-C(45) 1.358(10)
S(2)-C(2) 1.738(7) C(23)-C(24) 1.366(11)
S(4)-C(4) 1.738(7) C(36)-C(35) 1.386(11)
C(1)-C(2) 1.357(8) C(24)-C(25) 1.377(12)
C()-C(11) 1.493(9) C(33)-C(34) 1362(12)
C(21)-C(22) 1.382(9) lc(34)-c(35) 1.370(12)
C(21)-C(26) 1.403(9) N(3)-C(9) 1.490(8)
C(21)-C(2) 1.503(9) N(3)-C(10) 1.494(8)
C(46)-C(45) 1.362(9) N(1)-C(5) 1.481(9)
C(46)-C(41) 1.402(9) N(1)-C(6) 1.486(9)
C(41)-C(42) 1.380(9) C(10)-C(5)#1 1.487(10)
can)-cd 1.489(9) C(9)-N(2) 1.425(9)
C(#)-C(3) 1.364(8) N(2)-C(6) 1.418(10)
C(16)-C(15) 1.380(9) N(2)-C(7) 1.479(10)
C(16)-C(11) 1.395(10) C(5)-C(10)#1 1.487(10)
C(32)-C(33) 1.372(11) N(4)-C(17) 1.141(9)
C(32)-C(31) 1.377(10) C(17)-C(18) 1.449(11)
C(12)-c(11) 1.390(9) C(7)-C(8) 1.458(11)

Symmetry transformations used to generate equivalent atoms

#l-x+1, -y, -2
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% S A ~ [NiLRJ[Ni(dpt)z]-2CH;CN(R=C;Hs) 2 2 4 %( ° )

S(2)-Ni(1)-5(4) 89.27(3) C()-C(2)}-C21) 126.3(6)
S(2)-Ni(1)-5(3) 177.15(9) C(1)-C(2)-5(2) 119.2(5)
S@)-Ni(1)»-S(3) - 90.06(7) C21)-C2)-S(2) 114.1(5)
S(2)-Ni(1)-S(1) 90.75(8) C(32)-C(31)-C(36)  118.4(7)
S(4)-Ni(1)-S(1) 175.98(9) C32-CEN-CHB)  121.0(6)
S(3)-Ni(1)-S(1) 90.11(7) C(36)-C31)-C(3)  120.1(7)
N(3)-Ni2)-NG¥1 180 C(23)-C(22)-C(21) - 120.6(7)
N(3)-Ni(2)-N(1) 92.9(2) C(44)-C(43)-C(42)  120.4(T)
NGWI-NI2)MN(1)  87.1(2) C(45)-C(44)-C(43)  118.8(7)
NOGMNI@2FN(D#L 87.1(2) C(44)-C(45)-C(46)  121.9(7)
NG#1-Ni(2)-N(1)#1  92.9(2) C(24)>-C(23)-C(22)  120.7(8)
N(D-Ni@2}N(1)#1 180 C(14)-C(15)1-C(16)  120.6(8)
C(1)-S(1)-Ni(1} 105.4(2) C(14)-C(13)-C(12)  120.5(8)
C(3)-8(3)-Ni(1) 106.2(2) C(35-C(36)-C31)  119.3(8)
C(2)-8(2)-Ni(1) 105.7(2) C4)»C(3)-C(31) 127.2(6)
C(4)-S(4)-Ni(1) 106.2(2) C(4)-C(3)»-S(3) 117.6(5)
C(2)-C(1)-C(11) 126.0(7) C(31)-C(3»-5(3) 114.9(5)
C(2)-C(1)}-S(1) 118.7(5) C(23)-C(24)-C(25)  119.9(8)
C(11)-C(1)-8(1) 115.0(5) C(34)-C(33)-C(32)  120.0(9)
C(22)-C21)-C(26)  118.4(T) C(35)-C(34)-C(33)  119.5(9)
C22)-CN-CE)  120.2(6) C(34)»-C(35)-C(36)  121.1(8)
C(26)-C2D-C(2)  121.1(6) C(26)-C(25)-C(24)  120.1(8)
C(45)-C(46)-C(41)  120.5(7) C(9)-N(3)-C(10) 111.5(5)
C(42)-C(41)-C(46)  117.6(6) C(9)-N(3)-Ni(2) 118.9(4)
C(42)-C(41)-C(4)  121.3(6) C(10)-N(3)-Ni(2) 108.1(4)
C(46)-CAD-C(4)  121.0(6) C(5)-N(1)-C(6) 110.4(6)
C(3)-C(4)-C(41) 125.4(6) C(5)-N(1)-Ni(2) 109.7(4)
C(3)-C(4)-S(4) 119.0(5) C(6)-N(1)-Ni(2) 117.2(4)
C(41)-C(4)-S(4) 115.5(5) C(5H#1-C(10)-N(3)  108.0(6)
C(15)-C(16)-C(11)  120.8(7) N(2)-C(9)-N(3) 113.6(6)
C(33)-C32)-C(31)  121.6(8) C(6)-N()-C(9) 114.0(6)
C(11)-C(12-C(13)  120.8(8) C(6)-N(2)>-C(7) 116.2(7)
C(13)-CI4)-C(15)  119.5(7) C(9)-N(2)}-C(7) 117.3(7)
C(12)-CAN-C(16)  117.8(6) N(D)-C(5)-C(101  106.2(5)
C(12}-C1N-C(1)  121.0(7) N(2)-C(6)-N(1) 113.6(6)
C(16)-C11)-C(1)  120.5(6) N(@4)-CUT-C(18)  178.3(10)
C(A1)-C(42)-C(43)  120.%(7) C(8)-C(7)-N(2) 113.0(8)
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(4 )

|C25)-C6y-CRY  120.(8) |

Symmetry transformations used to generate equivalent atoms .
#l -x+] ,-y,-z '
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% S + ~ INIL®[Ni(dpt) ] 2CH;CN(R=C,Hs) 2 £ %8 F Rz %4 F &

plane 1

plane 2

plane 3

plane 4

plane 5

plane 6

- Nil,81,52,C1,C2( £ T3R)

1.857(15) + 14.170(3 1)y + 10.258(16)z = 4.131(11)
Nil : 0.027(2)

S1:-0.018(2) C1 : -0.006(4)

S2: -0.035(2) - C2 : -0.033(4)
BFEARS : 0.026(4)

- Nil,53,54,C3,C4{ & 7L3R)

2.705(14)x + 14.578(30)y + 9.565(17)z = 4.882(11)
Nil : -0.047(2)

S3 : 0.066(2) C3 : -0.065(4)

S4 : 0.023(2) C4 : -0.019(4)

BT 4% - 0.04%A)

. C11,C12,C13,C14,C15,C16( X 3%)

4.922x + 1.112y + 11.324z = 7.1465

C11 :-0.013(5) C14 : -0.008(6)
C12: 0.012(5) C15 : 0.007(S)
C13 : -0.001(6) C16 : 0.004(5)

B F ¥4 0.009(A)

C21,C22,C23,C24,C25,C26( % 1)
6.189x + 18.685y + 0.222z = 5.3633

C21; 0.014(5) C24 : 0.005(6)
€22 : -0.013(5) €25 : -0.003(6)
€23 : 0.004(6) C26 : -0.006(5)

B R : 0.009(A)

. C31,C32,C33,C34,C35,C36( 3 38)

5.352(31)x + 19.804(37)y + 0.331(48)z = 8.285(14)

C31 : -0.009(5) C34 :-0.011(7)
C32 1 -0.003(6) C35 : -0.001(6)
C33 : 0.013(6) C36: 0.011(5)

BFFERE 0.00%A)

C41,C42,C43,C44,C45,C46( ¥38)
5.929(28)x + 2.283(73)y + 10.306(29)z = 5.446(36)

C41 : -0.001(5) C44 ; -0.010(6)
C42 : -0.005(6) C45 : 0.003(6)
C43 : 0.011(6) C46 : 0.003(5)
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(8% L &)
B F T msE :0.007(A)

dihedral angle:

(1) plane 1 & plane 2 5.03(25)y
(2) plane 3 & plane 4 © 66.71(27)°
(3)plane 5 & plane 6 . 63.78(28)°
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# S +— ~ [BuNLNIiLY[Ni(dpt)]s(R=C;HsOH) 3 s34 2 R 44 4t &

Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

Volume , Z

Density  calculated )
Absorption coefficient
F(000)

Crystal size

- @ range for data collection

" Limiting indices

Reflections collected
Independent reflections
Absorption correction
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [I > 2 ¢ (I)]
R indices ( all data )
Extinction coefficient
Largest diff. Peak and hole

CroHgaNaNiz 5053

1517.83

2932)K

0.71073 A

Triclinic

P1

a=9.8080(13)A alpha=87.53(2)°
b=16.564(3) A  beta=81.651(13)°
c=23.993(4) A gamma = §2.614(14)°
3823.3(10) A?, 2

1.318 Mg/m*

0.877mm™

1602

0.1x0.15x lmm

2.09 10 22.50° _
0=h=s1017 2172581 5
25

10722

9998(Rin=0.0409)

Semi-empirical from psi-scans
Full-matrix least-squares on F’

9969 / 366/ 984

1.024

R1=0.0666, wR2 =0.1288
R1=0.1476 , wR2 = 0.185]
0.00038(14)

0.506 and -0.344eA’
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% S + = ~ [BuNLMNLY[Ni(dpth)o(R=CsH¢OH) 3 28 Fa E[* 0] R FEH 4K
[A?*10°] U(eq) is defined as one third of the trace of the orthogonalized

Uij tensor.

Atoms x ¥ z Uleq}
Ni(2) 0 5000 5000 53(1)
$(5) 455(2) 6062(1) 4511(1) 64(1)
C(5) 962(8) 6347(5) 4154(3) 53(2)
S(6) -1982(2) 5069(1) 4719(1) 61(1)
C(6) -2038(8) 5889(5) - 4235(3) 54(2)
C(51) -891(9) 7100(5) 3805(3) 60(2)
C(52) 252(10) 7206(6) 3428(4) 84(3)
C(53) 335(13) 7920(8) 3114(5) 110(4)
C(54) -726(16) 8538(8) 3186(5) 114(5)
C(55) -1832(13) 8455(6) 3568(5) 100{4)
C(56) ~1962(9) 7740(5) 3830(4) 77(3)
6D -3246(8) 5989(4) 3929(3) 53(2)
C(62) -3100(8) 6197(5) 3364(3) 64(2)
C(63) -4210(10) 6274(5) 3061(4) 80(3)
C(64) -5492(11) 6146(6) 3328(5) 98(3)
C(65) -5658(10) 5922(6) 3892(5) 97(3)
C(66) -4543(9) 5847(5) 4189(4) 75(3)
N(4) 1542(11) 6641(6) 6665(5) 124(3)
ca101) 1962(15) 6812(8) 7227(6) 137(5)
C(102) 2796(21) 5987(15) 7514(8) 215(10)
C(103) 3415(22) 6253(14) 7892(17) 362(23)
C{104) 4218(17) 5430(13) 8150(12) 35719
C(105) 2778(12) 6420(7) 6221(6) 146(5) -
C(106) 3762(13) 7057(8) 6087(6) 168(6)
C(107) 4990(18) 6743(16) 5673(10) 258(13)
C(108) 6021(23) 6762(23) 5721(16) 482(32)
C(109) 686(12) 7395(8) 6498(6) 123(4)
C(110) 157(16) 7371(9) 5935(7) 149(5)
C(111) -756(17) 8123(11) 5814(7) 173(6)
C(112) -1285(17) 8205(11) 5264(7) 203(7)
C(113) 689(13) 5918(6) 6698(6) 148(5)
C(114) -667(16) 6047(9) 7095(7) 199(8)
C(115) -1666(25) 5400(12) 6991(10) 249(14)
C(116) -1122(33) 4767(16) 7345(16) 390(24)

Ni(1) 2764(1) 1819(1) 2279(1) 73(1)
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( Lk )

S(1)
c(l)
S(2)
C2)
S(3)
S(4)
can
C(12)
C(13)
C(14)
C(15)
C(16)
C(21)
C(22)
C(23)
C(24)
C(25)
C(26)
C(3A)
C(4A)
C(31A)
C(32A)
C(33A)
C(34A)
C(35A)
C(35A)
C(41A)
C(42A)
C(43A)
C(44A)
C(45A)
C(46A)
C(3)
C4)
C@31)
C(32)
C(33)

2140(2)
3369(8)

- 4471(2)

4400(8)
1036(3)
3447(4)
3221(10)
1983(11)
1853(15)
2931(17)
4158(14)
4297(11)
5508(9)
5183(10)
6247(14)
7613(14)
7923(10)
6894(9)
832(22)
1842(27)
-437(20)
-764(29)

- 1986(23)

2772(25)
-2419(22)
-1200(22)
1909(21)
1830(22)
1822(25)
1947(24)
2045(24)
2094(24)
1446(26)
2602(23)
313(20)
_422(26)
_1538(23)

752(2)
476(5)
1796(1)
939(5)
1869(2)
2846(2)
-293(6)
418(7)
~1158(9)

-1762(8)
-1642(D)

-913(6)
793(5)
690(5)
567(6)
533(7)
637(6)
782(5)
2605(15)
3093(15)
2746(13)
2053(16)
2158(15)
2945(17)
3593(15)
3527(12)
3890(11)
3909(12)
4663(14)
5372(14)
5338(12)
4565(11)
2809(15)
3172(13)
3030(13)
2424(16)
2641(17)
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2729(1)
3178(3)
2743(1)
3186(3)
1828(1)
1805(1)

3509(4) -

3830(4)
4128(6)
4103(6)
3780(5)
3496(4)
3551(4)
4125(4)
4471(5)
4235(6)
3668(5)
3316(4)
1437(10)
1430(10)
1126(8)
859(13)
561(10)
576(10)
833(9)
1120(8)
1097(8)
519(8)
235(8)
514(9)
1084(9)
1390(8)
1291(12)
1279(10)
946(8)
776(12)
478(9)

78(1)
61(2)
73(1)
59(2)
106(1)
110(1)
69(2)
101(3)
131(5)
125(5)
112(4)
86(3)
61(2)
85(3)
106(4)
111{4)
93(3)
71(2)
61(5)
61(5)
61(4)
85(6)
91(6)
106(6)
97(6)
93(5)
74(4)
88(5)
107(6)
107(7)
105(6)
96(6)
63(6)
70(5)
75(5)
79(6)
93(6)



( Hrik)

C(34) ~1868(25) 3469(17) 309(10) 111(6)
C(35) -1166(23) 4103(14) 499(9) 112(6)
C(36) -38(21) 3891(12) 808(8) 97(6)
C@1) 3125(19) 3769(12) 848(8) 76(4)
C(42) 3257(21) 3580(12) 263(8) 95(5)
C(43) 3925(24) 4140(16) -128(10) 116(7)
C(44) 4390(24) 4808(18) 5%14) 129(8)
C(45) 4263(26) 4997(15) 587(12) 128(8)
C(46) 3604(21) 4466(13) 1003(9) 97(5)
o(1) 7650(14) 1059(10) 1827(6) 250(6)
N(D 5433(8) -865(6) 498(4) 111(3)
N(2) 5522(10) -118(10) 1273(4) 125(4)
N(3) 4713(9) - 693(D 582(5) 113(3)
Ni(4) 5000 0 0 113(1)
C(o1) 5528(12) -1644(8) 194(5) 125(4)
C(92) S684(10) - -846(8) 998(5) 109(4)
C(93) 5988(13) -169(8) 1842(5) 133(5)
C(94) 7600(14) -156(10) 1795(5) 171(8)
C(95) 8207(23) 553(16) 1453(14) 525(37)
C(96) 4979(13) 615(12) 1086(7) 124(5)
c(97) 4025(12) 1470(9) 422(4) 120(5)
Ni(3) 0 0 10000 55(1)
S(7) 937(2) 1037(1y 9692(1) 65(1)
() -15(8) 1536(5) 9207(3) 55(2)
S(8) -1586(2) 317(1) 9474(1) 66(1)
C(8) 1151(8) 1199(5) 9116(3) 60(2)
C(71) 529(8) 2248(5) 8901(4) 63(2)
C(72) 942(10) 2853(6) 9188(4) 89(3)
C(73) 1490(13) 3509(7) 8884(6) 130(4)
C(74) 1597(14) 3557(8) 8316(6) 135(5)
C(75) 1187(15) 2964(8) 8043(5) 135(5)
C(76) 646(12) 2309(6) 8325(4) 103(4)
C(81) 2120(9) 1547(5) 8712(4) 67(2)
C(82) -2760(11) 2331(6) 8762(4) 103(3)
C(82) -3665(13) 2664(8) 8377(6) 135(5)
C(84) ~3885(14) 2179(9) 7959(6) 135(5)
C(85) -3235(11) 1414(8) 7502(4) 99(3)
C(86) 2387(9) 1082(6) 8286(4) 78(3)
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£ S + = ~ [BuNLNiLX[Ni(dpt)]fR=C3HsOH) 3 2 48 K( A)

Ni(2)-S(5)#1
Ni(2)-S(5)
Ni(2)-S(6)
Ni(2)-S(6)#1
S(5)-C(5)
C(5)-C(6)
C(5)-C(51)
S(6)-C(6)
C(6)-C(61)
C(51)-C(52)
C(51)-C(56)
C(52)-C(53)
C(53)-C(54)
C(54)-C(55)
C(55)-C(56)
C(61)-C(62)
C(61)-C(66)
C(62)-C(63) .
C(63)-C(64)
C(64)-C(65)
C(65)-C(66)
N(4)-C(109)
N(4)-C(105)
N(4)-C(101)
N(4)-C(113)
C(101)-C(102)
C(102)-C(103)
C(103)-C(104)
C(105)-C(106)
C(106)-C(107)
C(107)-C(108)
C(109)-C(110)
C(110)-C(111)
C1A)-C(32A)
C(32A)-C(33A)
C(33A)-C(34A)
C(34A)-C(35A)

2.132(2)
2.132(2)
2.137(2)
2.137(2)
1.740(7)
1.364(10)
1.475(10)
1.749(7)
1.471(10)
1.360(11)
1.391¢11)
1.380(12)
1.36(2)
1.33(2)
1.382(12)
1.376(10)
1.378(10)
1.383(10)
1.364(12)
1.380(12)
1.381(11)
1.487(14)
1.511(13)

- 1.513(14)

1.540(12)
1.67(2)
1.28(3)
1.63(3)
1.514(14)
1.50(2)
1.04(3)
1.52(2)
1.48(2)
1.43(3)
1.47(3)
1.43(3)
1.37(3)

C(111)-C(112)
C(113)-C(114)
C(114)-C(115)
C(115)-C(116)
Ni(1)-S(4)
Ni(1)-8(3)
Ni(1)-S(2)
Ni(1)-S(1)
S(1)-C(1)
C(1}-C2)
C(1)-c(11)
S(2)-C(2)
C(2)-C(21)
S(3)-C(3A)
S(3)-C(3)
S(4)-C(4)
S(4)-C{4A)
C(11)-C(16)
C(11)-C(12)
C(12)-C(13)
C(13)-C(14)
C(14)-C(15)
C(15)-C(16)
C(21)-C{22)
C(21)-C(26)
C(22)-C(23)
C(23)-C(24)
C(24)-C(25)
C(25)-C(26)
C(3A)-C(4A)
C(3A)-C(31A)
C(4A)-C(41A)
C(31A)-C(35A)
N(2)-C(96)
N(2)-C(92)
N(2)-C(93)

N(3)-C(96)

95

1.48(2)
1.51(2)
1.59(2)
1.42(3)
2.131(3)
2.132(3)
2.136(2)
2.142(3)
1.736(7)
1.348(10)
1.484(11)
1.737(8)
1.483(10)
1.52(2)
2.022)
1.64(2)
1.91(2)
1.372(11)
1.374(12)
1.404(14)
1.35(2)
1.37(2)
1.374(12)
1.376(11)
1.392(11)
1.414(12)
1.37(2)
1.357(14)
1.400(11)
1.35(3)
1.53(3)
1.52(3)
1.41(3)
1.35(2)
1.38(2)
1.496(14)
1.27(2)




( #Ek)

C(35A)-C(354)  1.45(3) N(3)-C(97) 1.438(14)
C(41A)-C(464)  1.39(2) N(3)-Ni(4) 1.814(10)
C(41A)-C(424)  1.40(2) Ni(4)-N(3)#3 1.814(10)
C(42A)-C(43A)  1.403) Ni(4)-N(1)#3 1.871(11)
C(43A)-C(44A)  1.40(3) COD-CONH  1.507(14)
C(44A)-C(454)  1.38(3) C(93)-C(94) 1.57(2)

C(45A)-C(464)  1.45(2) C(94)-C(95) 1.54(3)

C(3)-C(4) 1.35(3) CON-COHS  1.507(14)
CB3)-C31 1.48(3) Ni(3)-S(7 2.132(2)
C(4)-C(41) 1.48(3) Ni(3)-S(7)#4 2.132(2)
lcan-cG2) 1.41(3) Ni(3)-8(8) 2.143(2)
C(31)-C(36) 1.46(3) Ni(3)-S(8)w4 2.143(2)
C(32)-C(33) 1.39(3) S(N-C(7 1.745(7)
C(33)-C(34) 1.42(3) C(N-C(®) 1.356(10)
C(34)-C(35) 1.45(3) - C(N-C(71) 1.479(10)
C(35)-C(36) 1.4202) S(8)-C(8) 1.732(8)
C(41)-C(46) 1.38(2) C(8)-C(81) 1.500(10)
C(41)-C(42) 1.42(2) C(71)-C(76) 1370(11)
C(42)-C(43) 1.45(3) C(71-C(72) 1.374(11)
C(43)-C(44) 1.36(3) C(712)-C(73) 1.404(13)
C(44)-C(45) 1.314) C(73)-C(74) 1.35(2)

C(44)-C(44)#2  1.41(5) C(74)-C(75) 1.339(14)
C(44)-C@A5H2  1.93(4) C(75)-C(76) 1.377(12)
C(45)-C(46) 1.44(3) C(81)-C(82) 1.370(12)
C(45)-CaM#2  1.93(4) C(81)-C(86) 1.381(11)
0(1)-C(95) 1.27(2) C(82)-C(82) 1.418(13)
N(1)-C(92) 1.263(12) C(82)-C(84) 1.37(2)

N(1)-C(91) 1.495(13) C(84)-C(85) 1.35(2)

N(1)-Ni(4) 1.871(11) C(85)-C(86) 1.379(11)

Symmetry transformations used to generate equivalent atoms
#2 -x+1, -y+] , -z
#4 -x |-y, -z+2

#1 -x, -y+1 | -z+1
#3 -x+1 ,-y.-z
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%S +m@ ~ [BusNJo[NiL*|[Ni(dpty)«(R=C3HOH) 3 2 42 A( °)

S(5)#1-Ni(2)-S(5)
S(5)#1-Ni(2)-5(6)
S(5)-Ni(2)-S(6)
S(5)#1-Ni(2)-S(6)#1
S(5)-Ni(2)-S(6)#1
S(6)-Ni(2)-S(6)#1
C(5)-S(5)-Ni(2)
C(6)-C(5)-C(51)
C(6)-C(5)-S(5)
C(51)-C{5)-S(5)
C(6)-8(6)-Ni(2)
C(5)-C(6)-C(61)
C(5)-C(6)-S(6)
C(61)-C(6)-S(6)
C(52)-C(51)-C(56)
C(52)-C(51)-C(5)
C(56)-C(S1)-C(5)
C(51)-C(52)-C(53)
C(54)-C(53)-C(52)
C(55)-C(54)-C(53)
C(54)-C(55)-C(56)
C(55)-C(56)-C(51)
C(62)-C(61)-C(66)
C(62)-C(61)-C(6)
C(66)-C(61)-C(6)
C(61)}-C(62)-C(63)
C(64)-C(63)-C(62)
C(63)-C(64)-C(65)
C(64)-C(65)-C(66)
C(61)-C(66)-C(65)
C(109)-N(4)-C{105)
C(109)-N(4)-C(101)
C(105)-N(4)-C(101)
C(109)-N(4)-C(113)
C(105)-N(4)-C(113)
C(101)-N(4)-C{113)
N(@)-C(101)-C(102)

N(4)-C(105)-C(106)

C(103)-C(102)-C(101)
C(102)-C(103)-C(104)

C(107)-C(106)-C(105)

180.0
89.02(8).
90.98(8)
90.98(8)
89.02(8)
180
106.0(3)
126.3(7)
118.6(6)
115.1(6)
105.4(3)
126.0(7)
118.9(6)
115.06)
118.3(8)
121.1(8)
120.5(8)
121.0(10)
120.0011)
119.6(11)
121.8(11)
119.2(10)
117.8(7)
120.7(7)
121.4(7)
122.0(8)
119.5(9)
119.6(9)
120.4(9)
120.7(8)
111.0(11)
105.9(10)
112.5(10)
109.5(10)
105.2(9)
112.7(11)
112.5(11)
106(2)
104(3)
115.9(9)
110.6(12)

C(113)-C(114)-C(115)
C(116)-C(115)-C(114)
S(4)-Ni(1)-5(3)
S(4)-Ni(1)-8(2) -
S(3)}-Ni(1)-S(2)
S(4)-Ni(1)-8(1)
S(3)-Ni(1)-5(1)
$(2)-Ni(1)-S(1)
C(1)-8(1)-Ni(1)
C)C(1)-C(11)
C(2)-C(1)-S(1)
C(11)-C(1)-S(1)
C(2)-S(2)-Ni(1)
C(1)-C(2)-C(21)
C(1)-C(2)-8(2)
CR-C(2)-5(2)
C(3A)-S(3)-Ni(1)
C(3)-S(3)-Ni(1)
C(4)-S(4)-Ni(1)
C(4A)-S(4)-Ni(1)
C(16)-C(A -C(12)
C(16)-C(11)-C(1)
C(12)-C(11)-C(1)
C(11)-C(12)-C(13)
C(14)-C(13)-C(12)
C(13)-C(14)-C(15)
C(14)-C(15)-C(16)
C(11)-C(16)-C(15)
C(22)-C(21)-C(26)
C(22)}-C(21)-C(2)
C(26)-C(21)-C(2)
C(21)-C(22)-C(23)
C24)-C(23)-C(22)
C(25)-C(24)-C(23)
C(24)-C{25)-C(26)
C(21)-C(26)-C(25)
C(4A)-C(3A)-S(3)
C(4A)-C(3A)-C(31A)
S(3)}-C(3A)-C(314)
C(3A)-C(4A)-C(41A)
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C(114)-C(113)-N(4)

113.6(9)
110.9(12)

. 97(3)

90.44(13)
89.18(11)
178.57(12)
177.35(12)
89.74(12)
90.70(9)
105.3(3)
125.0(7)
119.3(6)
115.6(6)
105.5(3)
125.7(7)
119.2(6)
115.1(6)
115.5(8)
99.1(7)
116.5(8)
96.2(7)
117.5(9)
121.5(9)
120.9(9)
120.1¢11)
121.1(12)
119.0(12)
120.1(12)
122.2(10)
119.2(8)
120.8(8)
120.0(8)
120.3(10)
120.2(10)
119.110)
122.2(11)
119.0(9)
112(2)
128(2)
120(2)
125(2)




(#EX)

C(108)-C(107)-C(106)
N(4)-C(109)-C(110)
C(111)-C{110)-C(109)
C(110)-C(111)-C(112)
C(32A)-C(31A)-C(3A)
C(31A)-C(32A)-C(33A)
C(34A)-C(33A)-C(32A)
C(35A)-C(34A)-C(33A)
C(34A)-C(35A)-C(35A)
C(31A)-C(35A)-C(35A)
C(46A)-C(41A)-C(42A)
C(46A)-C(41A)-C(4A)
C(42A)-C(41A)-C(4A)
C(43A)-C(42A)-C(41A)
C(42A)-C(43A)-C(44A)
C(45A)-C(44A)-C(43A)
C(44A)-C(45A)-C(46A)
C(41A)-C(46A)-C(45A)
C(4)-C(3)-C31)
C(4)-C(3)-S(3)
C(31)-C(3)-S3)
C(3)-C(4)»-C(41)
C(3)-C(4)-S(4)
C(41)-C(4)-S(4)
C(32)-C(31)-C(36)
C(32)-C(31)-C(3)
C(36)-C(31)-C(3)
C(33)-C(32)-C(31)
C(32)-C(33)-C(34)
C(33)-C(34)-C(35)
C(36)-C(35)-C(34)
C(35)-C(36)-C(31)
C(46)-C(41)-C(42)
C(46)-C{41)-C(4)
C(42)-C(41)-C(4)
C(41)-C(42)-C(43)
C(44)-C(43)-C(42)
C(45)-C(44)-C(43)
C(45)-C(44)-C(44)#2
C(43)-C(44)-C(44)#2

125(3)
115.4(11)
112.3(13)
118(2)
116(2)
118(2)
117(2)
124(2)
122(2)
115(2)
124(2)
117%(2)
120(2)
118(2)
121(2)
12002)
12002)
117(2)
127(2)
122(2)
111(2)
127(2)
111(2)
122(2)
122(2)
121(2)
118(2)
120(2)
120(2)
121(2)
120(2)
117(2)
120(2)
121(2)
119(2)
116(2)
121(3)
124(3)
90(4)
136(4)

C(3A)-C{4A)-S(4)
C(41A)-C(4A)-S(4)
C(35A)-C(31A)-C(32A)
C(35A)-C(31A)-C(3A) .
C(92)-N(2)-C(93)
C(96)-N(3)-C(97)
C(96)-N(3)-Ni(4)
C(97)-N(3)-Ni(4)
NE3-Ni(4)-N(3)
N(3)#3-Ni(4)-N(1)
N(3)-Ni(4)-N(1)
N(3)H#3-Ni(4)-N(1)#3
N(3)-Ni(4)-N(1)#3
N(1)-Ni(4)-N(1)#3
N(1)-C(91)-C(OT)#3
N(1)-C(92)-N(2)
N(2)-C(93)-C(94)
C(95)-C(94)-C(93)
0(1)-C(95)-C(94)
N(3)-C(96)-N(2)
N(3)-C(97)-C(S1)#3
S(7)-Ni(3)-S(7)#4
S(7)-Ni(3)-S(8)
S(7H#4-Ni(3)-S(8)
S(7)-Ni(3)-S(8)#4
S(7#4-Ni(3)-S(8)#4
S(8)-Ni(3)-S(8)#4
C(N-S(7)-Ni(3)
C(8)-C(7)-C(71)
C(8)-C(T)-S(7)
C(71)-C(7)-S(7)
C(8)-S(8)-Ni(3)
C(7)-C(8)-C(81)
C(7)-C(8)-S(8)
C(81)-C(8)-S(8)
C(76)-C(71)-C(72)
C(76)-C(71)-C(7)
C(72)-C(T1H-C(7)
C(T)-C(72)-C(73)
C(74)-C(73)-C(72)
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125(2)
110(2)
125(2)
119(2)
115.3(14)
116.6(13)
132.8(12)
110.7(5)
180.000(1)
90.5(5)
89.5(3)
89.5(5)
90.5(5)
180.000(1)
107.6(10)
120.6(13)
111.4(10)
117¢2)
92(2)
119(2)
109.5(11)
180
90.87(8)
89.13(8)
89.13(8)
90.87(8)
180
106.3(3)
126.4(7)
117.2(6)
116.2(6)
104.7(3)
124.0(7)
121.0(6)
115.0(6)
118.9(8)
120.5(8)
120.6(8)
119.3(10)
120.8(12)




(#Ltx)

C(45)-C(44)-C (4542 133(2) C(75)-C(74)-C(73) 119.1(12)
C(43)-C(44)-C(45}42 99(3) C(74)-C(75)-C(76) 121.9(11)
C44)2-C(44)-C(45)2  43(2) C(71)-C(76)-C(75) 120.0(10)
C(44)-C(45)-C(46) 113(3) C(82)-C(81)-C(86) 118.8(8)
C(44)-C(45)-C(aa)2 472) C(82)-C(81)-C(8) - 120.6(8)
C(46)-C(45)-C(44)#2 152(2) C(86)-C(81)-C(8) 120.7(8)
C(41)-C(46)-C(45) 121(2) C(81)-C(82)-C(82) 120.7(10)
C(92)-N(1)-C(51) . 122.3(12)  |C(84)-C(82)-C(82) 118.2(12)
C(92)-N(1)-Ni(4) 1292(9)  |C(85)-C(84)-C(82) 121.3(11)
C(91)-N(1)-Ni(4) C1084(7)  |C(84)-C(85)-C(86) 120.5(11)
C(96)-N(2)-C(92) 126.9(12)  |C(85)-C(86)-C(81) 120.5(9)
C(96)-N(2)-C(93) 117.8(13) :

Symmetry transformations used to generate equivalent atoms
#l -x,-y+i,-z+1  #2-x+1,-yt+l, -z
3 -x+1l,-y,-z #-x,-y,-zt2
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8 + £ ~ [BuN]NILY[Ni(dpt)2Js(R=C:HeOH) 3 £ 28 F M2 & 4 F &

plane 1 : Nid4, N1, N1A,N3,N3A
9.558(9)x + 4.453(70)y -0.584(107)z = 4.779(5)
AEETFHELEALTEGLE
Mean deviation from plane=0.0000A

plane 2 : Ni2,85,56,C5,C6( & .38)
-2.412(16)x + 9.434(24)y + 17.451(32)z = 13.465(11)
Ni2  -0.023(2)

S5 0.016(3)
S6  0.030(3)
C5  0.004(5)
C6  -0.027(5)

Mean deviation from plane=0.022A

plane 3 : Ni3,57,88,C7,C8( £ #.3%)
-3.758(15)x + 8.438(27)y + 16.369(35)z = 16.370(34)

Ni3  -0.001(2)

S7A  -0.001(2)

SSA  0.002(3)

CIA  0.003(5)

CS8A  -0.004(5)

Mean deviation from plane=0.002A

plane 4 : Ni1,S1,S2,C1,C2( & 1)
-3.980(16)x + 8.660(27)y + 15.695(38)z = 4.068(2)
Nil -0.015(2)

S1 0.015(3)
S2 0.01403)

Cl -0.009(5)
C2  -0.006(5)

Mean deviation from plane=0.012A

plane 5 : Nil,83 84,C3,C4( £ 7.38)
-3.739(49)x + 10.032(67)y + 14.422(134) = 4.113(34)
Nil  -0.034(6)
S3 0.011(9)
S4  0.056(8)
C3  0.026(15)
C4 -0.059(14)
Mean deviation from plane=0.041A
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plane6: C11 C12 C13 C14 C15Cl6
4.618(39)x + 7.409(58)y + 20.651(50)z = 8.519(21)
C11-0.002(6) C14 0.003(9)
C12-0.004(8) C15 -0.00%(8)
C130.004(9)  C16 0.009(7)
Mean deviation from plane=0.006A

plane7: C21 C22 C23 C24 C25 C26
0.896(35)x + 16.451(9)y + 3.536(88)z = 3.063(41)
C21 -0.608(6) C24-0.005(8) :
C220.004(7)  CZ5-0.007(7)
C230.011(8)  C260.014(6)
Mean deviation from plane=0.009A

plane8: C31 C32 C33 C34 C35 C36
-5.050(73)x + 0.974(162)y + 18.404(133)z = 1.885(54)
C31-0.007(17) C34-0.035(18)
C32-0.007(18)y C35-0.021(17)
C33 0.029(17) C36 0.000(15)
Mean deviation from plane=0.021A

plane9: C41 C42 C43 C44 C45 C46
8.308(42)x - 6.849(122)y + 4.317(189) = 0.373(69)
C410.008(13) C44 0.005(19)
C42-0.004(13) €45 -0.001(17)
C43 -0.003(16) C46 0.006(15)
Mean deviation from plane=0.005A

planel0: C51 C52 C53 C54 C55 C56
5.800(32)x + 7.548(55)y + 19.130(56)z = 12.130(38)
C51 -0.009(6) (C54-0.011(9)
C520012(7)  C550.015(8)
C53-0.002(8) (€56 -0.004(6)
Mean deviation from plane=0.010A

planell: C61 C62 C63 C64 C65 C66
-0.480(36)x + 15.858(19)y + 5.887(85)z = 11.959(24)
C610.007(6)  C64 0.010(7)
C62 -0.003(6)  C65 -0.006(7)
C63-0.006(7)  C66 -0.002(6)
Mean deviation from plane=0.006A
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plane12: C71 C72 C73 C74 C75 C76
8.453(24)x - 6.426(72)y + 1.141(121)z = 0.015(111)
C710.004(7y C74-0.002(11)
C72-0.004(8) (C750.001(10)
C73 0.003(9) C76-0.002(8)
Mean deviation from plane=0.003A

planel13: C81 C82 C83 C84 C85 C86
-7.293(33)x + 6.636(88)y - 11.315(95)z = 10.382(78)
C81-0.005(8) (84 0.012(7)
32 -0.002(3) €85 -0.020(8)
83 -0.003(3) (C86-0.016(5)
Mean deviation from plane=0.012A

dihedral angle:

(1) plane4 & plane5 5.89(76)°

(2) plane6 & plane7 58.89(32) °
(3) plane8 & plane9 63.73(69) °
(4) planel0 & planell 59.54(31) °
(5) planel2 & planel3 58.31(36)°
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% S 455 ~ [NILR(CH;CN):)[Ni(dpth]2(R=CHa) 4 & 2 B4 ##t %

Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

Volume , Z

Density ( calculated )
Absorption coefficient
F(000}

Crystal size

# range for data collection
Limiting indices

Reflections collected
Independent reflections
Absorption correction
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*

Final R indices [I > 2 & (I)]
R indices ( all data )
Extinction coefficient
Largest diff. Peak and hole

C24H74N 0Ni3Sg

1536.04

293(2) K

0.71073 A

Monoclinic

P21Ic

a=16208(2) A alpha=90°
b=11.9485(11)A  beta=98.592(8)°
c=19.2582) A  gamma = 90°
3687.6(6) A°, 2

1.383 Mg/m®

1.034mm™!

1600

7x?x? mm

2.01 to 24.99°
0Sh=190<ks 142122
6735

6485(Rin=0.0221)
Semi-empirical from psi-scans
Full-matrix least-squares on F
6485/ 0/ 431

1.044

R1=0.0552 , wR2 = 0.1221
R1=0.1014 , wR2 = 0.1467
0.0000(2)

0.465 and 0.329¢A>
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£ S -+ ~ INIL®(CH;CN)}[Ni(dpty](R=CHs) 4 Z & F42 E[x10 R F M A5 #
[A%x10%]. Ueq) is defined as one third of the orthogonalized Uj; tensor.

Atoms X y z U(eq)
Ni(1) 1034(1) 6923(1) 2242(1) 40(1)
S() 2058(1) 6620(1) 1680(1) 57(1)
C(1) 2943(3) 7018(5) 2245(3) 51D
N(1} 3642(5) 827(7) -576(5) 132(3)
Ni(2) 0 0 0 44(1)
S(2) 1866(1) 7508(1) 3133(1) 51(H)
N(2) 816(3) -748(3) 791(2) 48(1)
C(2) 2861(3) 7387(5) 2902(3) 49(1)
5(3) 203(1) 6263(1) 1373(1) 49(1)
C(3) -797(3) 6415(4) 1596(2) 43(1)
N(3} 1896(3) -899(4) 77(2) 56(1)
S(4) 3(1) 7340(1) 2774(1) 45(1)
C(d) -881(3) 6881(4) 2228(2) 43(1)
N(4) 740(3) -298(3) -766(2) 48(1)
C(5) 534(4) -365(4) 1451(2) 54(1)
N(5) 546(3) 1601(4) 246(2) 52(1)
C(6) 1696(3) -516(5) 748(3) 55(1)
(7 2701(4) -1447(5) 94(3) 67(2)
C(8) 3479%(4) -724(N 306(4) 87(2)
C(9 3573(5) 159(8} -187(5) 96(2)
C(10) 1642(3) -162(5) -514(3) 57(1)
C(D 3754(4) 6982(T) 1973(3) T22)
C(12) 4246(4) 7928(8) 1988(4) 101(3)
C(13) 5014(5) 7850(12) 1740(5) 138(5)
C(14) 5267(6) 6874(18) 1496(5) 179(8)
C(13) 4794(6) 5975(13) 1481(%) 170(6)
C{16) 4027(4) 5995(9 1721(4) 124(4)
c(17) 404(3) 424(4) -1367(3) 52(1)
C(18) 706(4) 3687(4) 617(3) 68(2)
C(1h 627(3) 2512(4) 411(2) 46(1)
C(21y 3574(3) 7614(5) 3466(3) 53(1)
C(22) 3584(4) 8554(6) 3884(3) 67(2)
C(23) 4232(4) 8715(7) 4434(3) 81(2)
C{24) 4866(4) 7972(9) 4553(4) 102(3)
C{23) 4869(4) 7049(8) 4144(3) 96(3)
C(26) 4220(4) 6863(6) 3603(3) 77(2)
CGI -1483(3) 6056(5) 1049(3) 50(1)
C(32) -1488(4) 4996(5) 757(3) 70(2)
C(33) -2099(6) 4691(8) 205(4) 102(3)
C{34) -2701(6) 5436(11) -61{4) 117(4)
C(35) -2721(4) 6491(8) 236(4) 94(3)
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( #Exk)

C(36) 2116(3) 6789(6) 787(3) 65(2)
c@1) -1689(3) 7005(6) 2489(3) 59(2)

C(42) -2232(3) 6116(7) 2500(3) 78(2)

C(43) -2963(5) 6242(11) 2763(4) 123(4)
C(44) _3155(6) 7237(14) 3031(5) 152(6)
C(45) 2633(6) 8148(12) 3023(5) 154(5)
C(46) -1898(4)  8026(3) 2755(4) 100(3)

103



£ +A ~ [NLYCH;CNY][Ni(dpt):(R=CHy) 4 2 st E(A)

Ni(1)-S(3)
Ni(1)-8(2)
Ni(1)-8(1)
Ni(1)-S(4)
S(1)-C(1)
C(1)-C(2)
C(1)-C(11)
N(1)-C(9)
Ni(2)-N(2)#1
Ni(2)-N(2)
Ni(2)-N(4)
Ni(2)-N(4)#1
Ni(2)-N(5)#1
Ni(2)-N(5)
S(2)-C(2)
N(2)-C(6)
N2)-C(5)
C(2)-C(21)
S(3)-C(3)
C(3)-C(4)
C(3)-C(31)
N(3)-C(10)
N(3)-C(6)
N(3)-C(7)
S(4)-C(4)
C(4)-C(41)
N{4)-C(10)
N(4)-C(17)
C(5)-C(1TH#1

2.1353(14)
2.1365(14)
2.1431(14)
2.1466(14)
1.733(5)
1.365(7)
1.486(7)
1.113(10)
2.066(4)
2.066(4)
2.067(4)
2.067(4)
2.131(4)
2.131(4)
1.742(5)
1.467(6)
1.486(6)
1.487(7)
1.748(5)

. 1.3636)

1.477(6)
1.449(7)
1.452(6)
1.456(7)
1.734(5)
1.480(7)
1.479(6)
1.480(6)
1.506(7)

N(5)-C(19)

C(T)-C(8)
C(8)-C(9)
CO1)-C(16)
C(11)-C(12)
C(12)-C(13)
C(13)-C(14)
C(14)-C(15)
C(15)-C(16)
C(17)-C(5)}#1
C(18)-C(19).
C2H-C(26)
C(21)}-C(22)
C22)-C(23)
C(23)-C(24)
C(24)-C(25)
C(25)-C(26)
C31-C(32)
C(31)-C(36)
C(32)}-C(33)
C(33)-C(34)
C(34)-C(35)
C(35)-C(36)
C(41)-C(42)
C(41)-C(46)
C(42)-C(43)
C(43)-C(44)
C(44)-C(45)
C(45)-C(46)

1.137(6)
1.533(8)
1.443(11)
1.374(10)
1.382(10)
1.401(11)
1.34(2)
1.32(2)
1.390(12)
1.506(7)
1.459(7)
1.375(8)
1.381(8)
1.388(8)
1.351(10)
1.356(10)
1.383(8)
1.385(8)
1.385(8)
1.389(9)
1.363(12)
1.386(12)
1.381(8)
1.381(8)
1.383(9)
1.364(10)
1.35(2)
1.38(2)
1.376(11)

Symmetry transformations used to generate equivalent atoms -

#l X, -y,-z
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#& S 7, ~ NILXCHsCNY,][Ni(dpt)L(R=CH;) 4 2 4 5 ( °)

S(3)-Ni(1)-8(2)
S(3)-Ni(1)-8(1)
S(2)-Ni(1)-S(1)
S(3)-Ni(1)-S(4)
S(2)-Ni(1)-S(4)
S(1)-Ni(1)-S(8)
C(1)-S(1)-Ni(1)
C(2)-C(1)>-C(11)
C(2)-C(1)-5(1).
C(11)-C(1)-S(1)
N(2)#1-Ni(2)-N(2)
N(2W1-Ni(2)-N(4)
N)-Ni(2)-N@4)
N(2)#1-Ni(2)-N(4)#1
N(2)-Ni(2)-N(4)#1
N{@)-Ni(2)-N(4)#1
N(2)#1-Ni(2)-N(5)#1
N(2)-Ni(2)-N(5)#1
N(4)-Ni(2)-N(5)#1

N(2)#1-Ni(2)-N(5)
N(2)-Ni(2)-N(5)
N(4)-Ni(2)-N(5)
N(4)#1-Ni{2)-N(5)
N(S)#1-Ni(2)-N(5)
C(2)-S(2)-Ni(1)
C(6)-N(2)-C(5)
C(6)-N(2)-Ni(2)
C(5)-N(2)-Ni(2)
C(1)-C(2)-C(21)
C(1)-C(2)-S(2)
C(21)-C(2)-5(2)
C(3)-S(3)-Ni(1)
C(4)-C(3)-C(31)
C(4)-C(3)-S(3)
C(31)-C(3)-5(3)
C(10)-N(3)-C(6)
C(10)-N(3)-C(7)
C(6)-N(3)-C(7)
C(4)-S(4)-Ni(1)
C(3)-C(4)-C(41)

N()#1-Ni(2)-N(SW1

177.34(6)
89.31(5)
91.00(5)
90.87(5)
89.01(5)
176.03(6)
105.5(2)
123.4(5)
119.0(4)
117.5(4)
180
85.6(2)
94.4(2)
94.4(2)
85.6(2)
180
91.4(2)
88.6(2)
87.3(2)
92.7(2)
88.6(2)
91.4(2)
92.7(2)
87.3(2)
180
105.4(2)
114.6(4)
113.4(3)
104.6(3)
124.3(5)
115.0(4)
116.5(4)
105.6(2)
126.3(5)
118.8(4)
114.9(4)
115.6(4)
116.1(4)
116.1(4)
105.5(2)
123.7(4)

C(10)-N@#)-Ni(2)
C(17)-N(4)-Ni(2)
N()-C(5)-C(17)#1
C(19)-N(5)-Ni(2)
N(3)-C(6)-N(2)
N(3)-C(7)-C(8)
C(9)-C(8)-C(7)
N(1)-C(9)-C(8)
N(3)-C(10)-N(4)
C(16)-C(11)-C(12)
C(16)-C(11)-C(1)
C(12)-C(11)-C(1)
C(11)-C(12)-C(13)
C(14)-C(13)-C(12)
C(15)-C(14)-C(13)
C(14)-C(15)-C(16)
C(11)-C(16)-C(15)
N@)-C(17)-C(5)#1
N(5)-C(19)-C(18)
C(26)-C(21)-C(22)
C(26)-C(21)-C(2)
C(22)-C(21)-C(2)
C(21)-C(22)-C(23)
C(24)-C(23)-C(22)
C(23)-C(24)-C(25)
C(24)-C(25)-C(26)
C(21)-C(26)-C(25)
C(32)-C(31)-C(36)
C(32)-C31)-C(3)
C(36)-C(31)-C(3)
C(31)-C(32)-C(33)
C(34)-C(33)-C(32)
C(33)-C(34)-C(35)
C(36)-C(35)-C(34)
C(35)-C(36)-C(31)
C(42)-C(41)-C(46)
C(42)-C(41)-C(4)
C(46)-C(41)-C(4)
C(43)-C(42)-C(41)
C(44)-C(43)-C(42)
C(43)-C(44)-C(45)
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113.4(3)
105.8(3)
109.2(4)
161.6(5)
109.8(4)
116.8(5)
113.6(6)
178.8(10)
110.0(4)
119.6(7)
119.9(7)
120.5(7)
118.6(9)
120.6(11)
120.6(9)
121.%(12)
118.9(10)
107.7(4)
178.4(6)
118.4(5)
120.6(5)
121.0(5)
120.0(6)
120.5(7)
120.3(6)
120.0(7)
120.8(7)
118.1(5)
120.9(5)
120.9(5)
120.7(7)
120.3(8)
119.9(7)
119.6(8)
121.3(7)
118.8(6)
121.8(6)
119.4(6)
120.7(9)
120.1(10)
120.9(9)




(4 k%)

C(3)-C(4)-S(4) - 119.2(4) C(46)-C(45)-C(44) 119.1(11)
C(41)-C(4)-S(4) 17.14)  |C(45)-C(46)-C(41) 120.4(9)
C(10)-N(4)-C(17) 115.0(4) .

Symmetry transformations used to generate equivalent atoms :

#l x,-y,=z
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%S =4 ~ INiLRCH;CN);][Ni(dpt)]o(R=CH3) 4 £ 3R FRIZ F4E T &

plane I : Nil,81,82,C1,C2
-0.463(23)x + 11.142(5)y -6.775(20)z = 6.148(9)

Nil : -0.001(1) S1: -0.005(2) S2 : 0.008(2)
C1:0.014(3) C2:-0.016(3)
B FFH i 00104

plane 2 : Nil,$3,84,C3,C4
-0.162(20)x + 10.763(5)y -8.239(1T)z = 5.599(7)

Nil : -0.012(1) S3 : 0.008(2) S4 : 0.016(2)
C3 : 0.003(3) C4:-0.015(3)
BT i 0.012A

plane 3 : Cl1~CI16(3¥R)
5.054(46)x -2.872(42)y + 16.607(3 1)z = 3.169(38)

C11 ; -0.001{5) C12 : 0.000(5) C13 : -0.001(7)
C14: 0.003(8) C15:-0.0038)  Cl6:0.002(6)
B F- 354 4 0.0024

plane 4 : C21~C26(4 %)
9.758(35)x -6.000(29)y + 13.552(37)z = -3.359(35)

C21:0.000(4) - C22:0.008(4) C23 : -0.009(5)
C24 : 0.003(5) C25 : 0.005(5) C26 - 0.006(5)
BT 3548 0.006A

plane 5 : C31~C36(¥3E)
-10.996(30)x -4.071(29)y + 14.346(30)z = 0.683(20)

C31:-0.014 (4)  C32:0.005(4) C33 : 0.009(5)
C34 : -0.014(5) C35 : 0.005(5) C36 : 0.009(4)
B T35 4 d 0.010A

dihedral angle : (1)122.2° (2)125.6° (3)62.1° (4)10.4°

plane 6 © C41~C46(¥3K)
5.45(46)x -3.142(38)y + 16.251()z = 0.922(35)

C41 : 0.002(4) C42 : 0.002(4) C43 : -0.008(6)
C44 : 0.010(8) C35 : -0.005(7) C36 : -0.001(6)
J& FF 4% 8k 0.006A

dihedral angle:

() plane 1 & plane 2 . 4.74(11)°
(2) plane 3 & plane 4 . 59.76{22)°
(3)plane 5 & plane 6 © 63.26(19)°
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# S =+ — ~ [NIL}][Ni(dpt)s]2CHsCN(R=C,H;OH) 1 Z st ¥ 45 R

T(K) M{emu/g) x (emu/mole) # eme(B.M.)
2.0 1.36E-04 2.08E-01 1.82
3.0 9.69E-05 1.48E-01 1.88
4.0 7.62E-05 1.17E-01 1.93
5.0 6.40E-05 9.80E-02 1.98
7.0 4.91E-05 7.54E-02 2.06
10.0 3.77B-05 5.80E-02 2.15
15.0 2.80E-05 4.33E-02 228

20.0 2.19E-05 3.41E-02 2.34

250 1.76E-05 2.76E-02 2.35
30.0 - 1.50E-05 2.37E-02 2.38
35.0 1.32E-05 2.09E-02 2.42

40.0 1.19E-05 1.89E-02 2.46

45.0 1.08E-05 - 1.72E-02 249

459 9.83E-06 1.58E-02 2.51
599 8.36E-06 1.35E-02 2.55

69.9 7.23E-06 1.18E-02 2.57

79.9 6.35E-06 1.05E-02 2.59

90.0 5.63E-06 9.39E-03 2.60

100.0 5.03E-06 8.49E-03 2.61

120.2 4.15E-06 7.16E-03 2.62

140.1 3.47E-06 6.13E-03 2.62

160.2 2.96E-06 5.36E-03 2.62

180.2 2.59E-06 4.79E-03 2.63

200.3 2.27E-06 4.29E-03 2.62

2203 2.00E-06 3.89E-03 2.62

2403 1.78E-06 3.56E-03 2.62

260.4 1.60E-06 3.28E-03 2.62

2804 1.45E-06 3.06E-03 2.62

300.2 1.33E-06 2.87E-03 2.62

HeEF . 3001 T BGEE D 5000 H4
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£ S =+ = ~ [NiL}][Ni(dpt):]r-2CH;CN(R=C,Hs) 2 mMd.R E & R

T(K) M(emu/g) % emumole) | 4 ere(BM)
2.0 2.23E-05 3.40E-02 0.74
3.0 1.70E-05 2.61E-02 0.79
4.0 1.39E-05 2.15E-02 0.83
5.0 1.20E-05 1.86E-02 0.86
7.0 1.02E-05 1.61E-02 0.95
10.0 9.81E-06 1.54E-02 1.11
15.0 1.00E-05 1.57E-02 1.37
20.0 9.81E-06 1.54E-02 1.57
25.0 9.32E-06 1.47E-02 1.71
30.0 8.77E-06 1.39E-02 1.82
35.0 8.20E-06 1.30E-02 1.91
40.0 7.66E-06 1.22E-02 1.98
45.0 7.15E-06 1.15E-02 2.03
49.9 6.67E-06 1.08E-02 2.07
39.9 5.85E-06 9.54E-03 214
69.8 5.16E-06 8.52E-03 2.18
79.9 4.59E-06 T.67E-03 2.21
90.0 4.11E-06 6.95E-03 2.24

100.1 3.69E-06 6.34E-03 2.25

1202 3.07E-06 5.41E-03 2.28

140.1 2.58E-C6 - 4.68E-03 2.29

160.2 2.22E-06 4.14E-03 - 2.30

180.3 1.91E-06 3.68E-03 2.30

200.4 1.67E-06 3.32E-03 2.31

2201 1.48E-06 3.05E-03 2.32

2405 1.32E-06 2.80E-03 2.32

2597 1.18E-06 2.60E-03 2.32

280.4 1.07E-06 2.44E-03 2.34

300.5 9 82E-07 2.31E-G3 2.35

BHeSEF 37284 > u355% 8 0 5000 &8
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£ S =+ = ~ [BusN[NIL¥][Ni(dpth}«(R=C3HsOH) 3 sk ml F 4 £

TEK) M(emu/g) x (emu/mole) # ere(B.M.)
2.0 1.19E-04 3.63E-01 2.41
3.0 8.47E-05 2.59E-01 2.49
4.0 6.66E-05 2,04E-01 2.56
5.0 5.60E-05 1.72E-01 2.62
7.0 4.29E-05 1.32E-01 2.72
10.0 3.29E-05 1.02E-01 2.85
15.0 2.44E-05 7.60E-02 3.02

20.0 1.92E-05 6.00E-02 3.10

25.0 1.54E-05 4.86E-02 3.12

30.0 1.31E-05 4.17E-02 3.16
35.0 1.16E-05 3.69E-02 3.22

40.0 1.04E-05 3.33E-02 3.26

45.0 9.40E-06 3.04E-02 3.30

499 - 8.59E-06 2.79E-02 3.34
59.9 71.31E-06 2.40E-02 3.39

69.9 6.32E-06 2.10E-02 3.43

79.9 5.55E-06 1.87E-02 3.46

90.0 4 92E-06 1.68E-02 347

100.0 4. 40E-06 1.52E-02 3.48

120.2 3.63E-C6 1.28E-02 3.51

140.1 3.04E-06 1.10E-02 352

160.2 2.59E-06 9.70E-03 3.52

180.2 227E-06 8.71E-03 3.54

200.3 1.98E-06 7.84E-03 3.54

220.3 1.75E-06 7.13E-03 3.55

240.3 1.56E-06 6.56E-03 3.55

260.4 1.40E-06 6.08E-03 3.56

280.4 1.27E-06 5.65E-03 3.57

300.2 1.16E-06 5.35E-03 3.58

HEET | 3433 TR 85%E 0 5000 24
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%S =+wm ~ [NiLR(CH;CN),)[Ni(dpt)2}2(R=CoH4CN) 4 skt R # 4 R

T(K) M{emu/g) x c{femu/mole) i e(B.M.)
2.0 2.78E-04 4.27E-01 2.61
3.0 241E-04 3.70E-01 2,98
4.0 2.09E-04 3.22E-01 3.20
5.0 1.86E-04 2.86E-01 3.38
7.0 1.44E-04 2.23E-01 3.53
10.0 1.07E-04 1.65E-01 3.64
15.0 7.40E-05 1.14E-01 3.71

20.0 S.64E-05 8.75E-02 3.74

25.0 4.54E-05 7.06E-02 3.76

30.1 3.80E-05 S$.93E-02 3.77

35.0 3.27E-05 5.10E-02 3.78

40.0 2.86E-05 4.48E-02 3.78

45.0 2.54E-05 3.98E-02 3.78

49.9 2.28E-05 3.59E-02 3.78
59.9 1.89E-05 3.00E-02 3.79
69.9 1.62E-05 2.57E-02 3.79
80.0 1.41E-05 2.25E-02 3.80
20.1 1.25E-05 2.01E-02 3.80

100.1 1.12E-05 1.80E-02 3.80

120.2 931E-06 1.52E-02 3.82

140.2 7.92E-06 1.30E-02 3.82

160.2 6.92E-06 1.15E-(2 3.84

180.2 6.10E-06 1.02E-02 3.84

200.1 5.47E-06 9.27E-03 3.85

220.5 4,93E-06 8.43E-03 3.86

240.5 4.48E-06 7.75E-03 3.86

260.6 4.11E-06 7.17E-03 3.87

280.6 3.79E-06 6.69E-03 3.87

300.6 3.66E-06 6.48E-03 3.95

e EE D 2313 E 5 0 #IFHA L 5000 FHiF
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£ 8 =+ & ~ [NIL}[Ni(dpteh(R=CH,CsHs) 5 skt 2 8 & £

T(K) M(emw/g) x {emu/mole) i erc(B.M.)
2.0 1.48E-04 2.28E-01 1.91
3.0 1.14E-04 1.75E-01 2.05
4.0 9.33E-05 1.43E-01 2.14
5.0 7.90E-05 1.22E-01 2.20
7.0 6.06E-05 9.35E-02 2.29
10.0 4.53E-05 7.01E-02 2,37
15.0 3.17E-05 4.93E-02 243

20.0 2.38E-05 3.73E-02 244

25.0 1.89E-05 2.98E-02 2.44

30.0 1.56E-05 247E-02 244

35.0 1.33E-05 2.12E-02 243

40.0 1.15E-05 1.85E-02 243

45.0 1.02E-05 1.64E-02 2.43

49.9 0.08E-06 1.47E-02 2.43

59.9 7.49E-06 1.23E-02 243

69.9 6.34E-06 1.06E-02 243

80.0 5.50E-06 9.27E-03 2.44

90.1 4.83E-06 8.25E-03 2.44

100.2 4.30E-06 7.44E-03 2.44

1202 3.54E-06 6.27E-03 2.46

140.2 2.96E-06 3.40E-03 2.46

160.1 2.54E-06 4. 74E-03 2.46

180.4 2.20E-06 4.23E-03 247

200.4 1.93E-06 3.82E-03 247

220.5 1.72E-06 3.50E-03 2.49

240.5 1.54E-06 3.22E-03 2.4%
260.6 1.38E-06 2.98E-03 2.49
280.6 1.26E-06 2.79E-03 2.50
300.6 1.15E-06 2.62E-03 2.51

thee &% | 2618 £ 4 » w358 A 5000 i
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#£S =+ ~ [NILY)[Ni{dpt)](R=CHs) 6 zgi:#§ & %

TEK) M(emu/g) x c{emu/mole) i ef(B.M.)Y
2.0 9.19E-05 1.27E-01 1.43
3.0 6.73E-05 9.33E-02 1.50
4.0 5.52E-05 7.67E-02 1.56
5.0 4.89E-05 6.81E-02 1.65
7.0 4.08E-05 5.70E-02 1.79
10.0 3.42E-05 4.78E-02 1.96
15.0 2.73E-05 3.83E-02 2.15
20.0 2.22E-05 3.13E-02 224
25.0 1.81E-05 2.57E-02 227
30.0 1.55E-05 2.21E-02 2.30
35.0 - 1.36E-05 1.95E-02 2.33
40.0 1.21E-05 1.74E-02 2.36
45.0 1.09E-05 1.58E-02 2.38
49.9 9.92E-06 1.44E-02 2.40
59.9 8.39E-06 1.23E-02 2.43
69.9 7.26E-06 1.08E-02 2.45
79.8 6.38E-06 9.54E-03 2.47
0.0 5.67E-06 8.58E-03 2.49

100.1 5.10E-06 7.78E-03 2.50

120.0 4.22E-06 6.58E-03 2.51

140.2 3.61E-06 5.73E-03 2.54

160.2 3.11E-06 5.05E-03 2.54

180.3 2.72E-06 4.51E-03 2.55

200.3 2.41E-06 4.09E-03 2.56

220.1 2.16E-06 3.74E-03 2.56

2404 1.95E-06 3.45E-03 2.57

260.4 1.77E-06 3.20E-03 2.58

280.4 1.62E-06 3.00E-03 2.59

300.5 1.50E-06 2.83E-03 2.61

HSEFFE . 451 £ #FHEA D 5000 S
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