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A Study on the synthesis of Lithium Tetracyanoq-
uinodimethanide complex (1II)
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ABSTRACT

By use of a cheap diethyl succinate as a starting material, a high price of Lithium tetrac-
yanoquinodimethanide complex, which was an intermediate of a conducting organomaterial
preparation and expected behavior as an organic semiconductor, was synthesized. The above
result was 47.5% in a total yield.
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2—1. 1,4-cyclohexanedione 2| & 6,7)

500ml
thoxide ©] ethanol €<% 115.2 ml2¥ 180
C7kAl 749, mwvabH A diethyl succinat-
e(l) 15.43 X 107282 713 3 24 A7 8
AMZIEA WAIZ T gel B & etha-
nol & ZtFFatd A A Ad7lo] 2N
it 154.3ml & 7letd 54170 EoF Ha )
A wRE, WAl & oA sAs T grE
A A1zl thg ethyl acetate & 412
8t 5.0 X107 el 2.5-dicarbethoxy -
1,4fcyclohexanedi0ne( 29 A& A}
(mp126°-128C, +865.3%)

Aol o443t (2) 7.81X107% 2, ethylene
glycol 100ml, p-toluenesulfonic acid 5.8

X107 & ‘;l ZTrT 10ml & 50

47 Egkazel 21% sodium e-

AMA CO, & 13 AAS e A |
Ztslar ice-water 125ml & 713t oS am -
monium sulfate 8 ¥3}A17|22 ether 2 7}
6}04 1,4 - cyclohexanedione (3)& &3t}
F2% 82 d2 33 AAsn sodium s-
ulfate anhydrous & 731771 & ether
S TLAA FAE (3)6.97 X102 28 AU
o (mp78°-79C, +889.3%).

2—-2 . Lithium tetracyanoquinodimethanide co~
mplex ( LiTCNQ)2| 8t 8~10)

2—1004 $43 (3)2.19 X107 23} ma-
lononitrile 4.39 X107 && 500ml ¥
of Wi steam bath & o] 23} melting Al
71 ¥ 0.5% B-alanine -89 100 ml & 75}
o d4eol AHE w7 wutstmAeos
AAzIc A A3S 555 2 ether2
7} 338 AAEsle 1 4-Bis-(dicyanomet-
hylene )—cyclohexane@ 2.11 x107*

A (mp206°-208C, & 96.5 %),

Anal, (%)
caled. C:69.22 H:3.87 N:26.9
found. C:69.41 H:3.89 N:26.87

SCHEME (1)
N 0
CH,CO,C H o
2, ,CO,CHy 1. NaOC,H,, ~2C,H,OH Tos~OH/ ethylene glycol <>
. 2. H,50,
CH,C0,C H, o
On o
Cn
Yo
) &)}
SCHEME (2)
O N /CN NC CN NC._CN
1.B-alanine NBS L1l/acetone Li
2. CH, (CN), 2 C.H.N,CH,CN
0 NC” “CN NCANCN NG SCN
2 Gl 5 Il
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500ml 4 - Fepzmzel ellA] g sk (4)
3.674 % 10723} N-Bromosuccinimide8.99
x1070 2 &

E e i P

acetonitrile 150ml & g ar =
~20Cel A sshEA 9.1 X107
& pyridine-ether-%9 100ml & B f=is
ARgste] 57k Zheih, 1587 o wukshd
Al RESAIZ vhe A27R] W rbslal Sai
7isll ¥ A4S ofxabar, ethyl acetate
4 acetonitrile 2 7} 33 Al 7,7,

8,8~ tetracyanoquinodime thane (5)<: ALk,
(mp297C, & 85.3%)
Anal. (%)
caled. C:70.59 H:1.97 N:27.44
found. C:70.64 H:1.91 N:27.61
500ml 4 -+ Fokae] $dE (5)1.469

x 107" #3} acetonitrile 300ml 2 aceto-
ne 50ml ol Lithium lodide 3.735 x 107'&
& g3l 8909 W, steam bathol4] 90
171 thg& od3}&Fa. benzen-
e, petroleum ether it 7+ 334 AHsin
715l A 7 51 [1TCNQ(6)1 453 % 107!
% A9 (mp300C, F598.9% ).

B2 7bel, g

Anal. (%)

caled. C:68.27 H:1.91
found, C:68.33 H:1.93
caled. N:26.54 Li:3.28
found. N:26.60 Li:3.14
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