4
i 2

NN B

2.1 @17 ied

_ ' v ‘
nrnnaad LT uaznfnerdaridrzney 1 eraui o Ly

aw vhHY ¥ ~ - _
mmwmqu‘l‘mwmum enalar grade, laboratory grade WARY  commer-

cial grade FyudnlauuTiumie o Al

Acetic acid glacial, Lab ; CHBCOOH

Lo

;e

8.

ianlatufdh BDH Chemicals Litd., Poole England

Acetons, A.R.; (CHj), co _ .

UﬂﬂTﬂﬂU?E% BDH Chemlcals Ltd., Poole England

Acetone 99 % ; (CH ) co

i3nlauystt BDE Chemicals Ltd,, Poole England.

Ammonium carbona‘l:e, AcRey (1\11*14)2('}{233

uamTﬂﬁu?um Rledel-Dehaon 4G+ Seelze-Hannover

Ammonium chloridé;:A.R., NH401

uanlauuTe Fluka AG, Buchs SG

Ammonium thiocyanate, AsRe, NH4SCI\T ‘

u3nlasuseh BDH Chemicals Ltd., Poole Englend .

2,21 ~Bipyridine, A.R., N:CHCH:CHCH:(C:CHCH: CHCH:N

n3nlewuddh Fluka AG, Buchs SC., Switzerland

Cobalt chloride hexahydrate, AR, CoClé;6H20

g3 lauufy E.Merck, Darmstadt




Oe

10.

1 ,4-Di§m1nobgtane , ARey | H2N( CH2)4NH2

yAnlauuSEh Fluks AG. Buchs SG., Switzerland

1,6~Diaminohexane, .Laib ' I\I}IE( CHE) GNH2

udnlemfh BDH Chemicals Lid,, Poole England

Diethyl ether, Extra pure, (02H5)é0

yaalauuTih B.Merck, Dermstadt

12,

15,

b,

15

16.

17«

18,

})i‘sbdium dihydrogen ethylenediamine‘te‘traacetate, purum
ydalauu?h Fluka AG., Buchs SG., Switzerland
Dowex~50W x 8 (H' form) 2UMH 50/100 mesh

'u%miﬂﬁu?mn_i‘luka AG., Buchs SG., Switzerlan.'d'

Ethangl 95 %, CZ‘HSOH

.
uAnPRawTney IuT

Ethanol absolute, Lab, C,H-OH

yaAnlauuTER May & Baker I4d,, Dagenham England

Bthylenediamine, AR., HN(CH,),NH,

aanlaouFn Fluka AG., Buchs SG., Switzerland

Hexamethylenetetramine, AR.

panleuufEy  E.Merck, Darmst adt

Hydrogen peroxide 30 %, AR., H,0,
y3nlnuuTidi B.derck, Darmstadt




l19.

20,

27

Methanol, Extra pure, CH30H

Uanlauuii B.Merck, Darmstadt

Nitric acid, AR., HNOB‘
< a e
tAnlauuFEd E.Merck, Darmstadt

Perchloric acid 60 %, ARQ, HC10,

udnlauudsh Ajax Chemicals Ltd., Sydney-Melbourne

22..

23 .

24,

25,

26.

27 «

28.

~

Potassium chloride, Lab, KC1  «
a = . ‘
nanlauyfiy BDH Chemicals Ltd., Poole England

Potassium hydrogen.cérbonate, AR, KHCO3

HanlatuTEY  Hopkin & Willisms Ltd.

Potassium nitrite, Lab;'KNO2

vdnlnuush BDH Chemicals Ltd,, Poole England
Phosphorus pentoxidé; AR, , P205

uanlanun Fluka AG. Buchs SG.

Pyridine, AR, CoH.N

udalnuueh B.Merck, Darmstadt

Sodlum nitrite, AR., NaN02

a3l auuSEh Riedel-De haen AG.Seelze~Hamnover .

Sulphuric acid 98 %, Lab, H2804

nanlauuTeh BDE Chemicals Ltd., Poole England




29. Xylenol orange, AR.
uanlauufih Fluka 4G. Buchs SG.

. ' < ‘ v
2.2 nrfneduifvasiandeaddariTenay LT veu

2.2.1‘Infrared spectra

o ] . .
Lﬂyaanamiﬁiﬂuﬂ Perkin Elmer model 735 B double

beam infrared spectrophotometor ‘Iﬂﬂqﬁ KBr disc technlque Wae cali-

brete LﬁTEQﬁﬂﬂQﬂ polystyrene fllm

2.2.2 Electronic absorption spectra ‘ | e
d! Ju .v‘l ‘
wFadleflalunarfnualaun Pye Unican SP. 8000 fnuA
Tuta9 300-800 mn lewrmirunaedluglesy solid state diffuse reflec-

tance (Dr)

2.2.3 Magnetic susceptibility:

: E ¥ 1 o
WALa1anTUT ey L3 wwaudt nTuy lanany magnetic suscep-

' v .
tibility Tﬂﬂqﬁ Gouy balance LuﬂlElectromagnetic type C ﬂﬂﬁﬂ? BN
[}

Newport instruments methed MﬂmWQﬁ 295.5 ﬂﬂﬁﬁtﬂﬂﬁu nae ﬂﬂuMﬂnﬁTWﬂﬂﬁQ

1)
Mﬂﬁ?dﬂﬂd calibrate sample vuve Hlaona HgCo(scm)4 waimﬂﬁ < =

206.6 x 10 12 SI unlt m 293 adﬁﬂtﬂaqu Wz gg ?uuﬁﬁaﬂﬁﬁ 0.629x10" It

ST unit luﬂqmﬂgﬁlaMﬂHMﬂ M1 BIANLARAY
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. o ' ‘ v‘:} 1Y)
5.2.4 parhiarazwfuaalanslugastssnau 8 ereuiiedaula

) o ¥
Mt cobalt Tugnrirsnauiderenlawinag

g : add{
i 2 In8

2.2.4,.1 Gravimetric analysis by pyridine'me’chod (11)

. - y.g} 2 B
AT UTEnau LS erau L nT uu lagnals s 0.1-0.2 &
[ 2. 7

(%QTHMTﬁD TR uuuau) uwiﬂavaﬁﬂiunTWTumsﬂtﬂnﬂu 15w25 ml- Lﬁéiu

dardre ﬂﬂl“.‘}j\'!i!’r)ulmﬂﬂ')l,ﬂu’ﬂﬂ'ﬂu ﬂﬂ%\‘ll')ﬁhﬂﬁ'&@’lﬂ’llﬂﬂ\‘iﬂﬂ hot plate
'

_Tﬂﬂimqmuguiuﬁquﬁ Welanrars tusl tasamm 0 putfarmun urngiy

@ v
100 xmLuaqw#lmﬁﬁiaxaﬂﬁLﬂunﬂﬁanﬂnﬁrLﬁuaqrazaqa N=OH o41t%aznun

¥

o . ¥ , .
yaaBuAINTEAWANIH War pH paper vAnUULAY NE,SCN 1 g asludns
az aqﬂmtﬂun@ﬁquaqquuﬂauu hot plate auifien L pyridine 1-2 ml

ﬁm"!ﬁuﬁuum il Uroin 5 'au'm #Nad91n hot plate mﬁtﬂﬂmﬂummmm
B Co (BgHg N, (sC, f

wad9 e lﬂﬂ”ﬂﬂuaﬁuwﬁﬂTﬂQﬂ by W e sintered glass cru01ble No.4

.w L 7

d
ﬁﬁﬂﬁ"ﬂﬂuﬂﬁﬂﬂﬁiﬂuaﬁﬂﬂL%THM11 Sl munsly desicoator ﬂstﬂm 20

1 3 1
uqm uﬁmﬁmaau A Uaids muuuau uﬂuamimiﬂﬁwuqmuﬁﬂfyﬁmmaq ane-

* ) d - . [7) . . .
wuiug .- i infwarrazarwlunisanenzneulay pyridine method

E |

‘J L] ol - . -
d1razatuy 1 uIneU 100 ml, NH,SCN 0.5 g - pyridine 0.7 ml
n 2 " 85.5 ml,alngs % 13.0 ul, WH,SCN 0.1 g
" 3 absolute a.lc. 25 ml pyndlne 2 ml

" i absolute ether (aodium dried) 30 ml pyr:.d:.neh nA
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C 2.24b,2 Complexation titra‘tion by EDTA (11)

ﬁqrﬂrvnanL%q%ﬂuMlﬂfﬁulﬂuﬁﬂ?vuﬂm 0:1=0.2 g
I

(ﬁqlumyqn Uolls uuuau) HQQMﬁﬂﬁfﬂﬂﬂﬁﬂTﬂT naulaeﬁauiuumnﬂﬁtﬂu%aau
1 7]

LAOUD 242,441 ?Hﬁ?"ﬂﬂﬂ?ﬂ?”tﬁﬂ1ﬂlﬂﬂuﬂuﬂ vqnuulﬁuuﬁnauuQQMﬁﬂﬁr

'aﬁﬂqﬁtﬂuﬂ@ﬁQTﬂﬂlﬁﬂﬁiawaﬁﬁ NeOH uaz Lﬂnuqnauvuaﬁravaﬁunﬂruqmy

100 m1 y Volumetric fla.sk

) t T\
fRdrrazetuunt sz 25 nl ldasly conical flask

VB3 uans 100 ml wue xylenol ovangs adlil 3 wun doidy inate
cator mquﬂqunrﬂﬁaw“na@awwqwavmﬂn auﬂr~ma§ﬁaeﬂﬂra aqULﬂéuuaqnuﬂe
(fuiwdee  1Ruuy hexamine aqlingoas tinuaums aufotatneunt sfedarazay
duduea Ll ouifu uﬁﬂﬁ:azaﬂulﬁéu@uqmmgﬂtﬁu 40°0 naalnLaraniuant

azany EDTA 1AAT§IU Lﬁaﬁq end point HaztﬂéuuwﬂnuﬂQLﬂutmﬁﬂeéﬁ Ut

. .
1 drmummnFuwmlanznely

\ o 3 . 'IJ T
2.2.4.3 PTLAILL sintered glass crucidle  paudlyzurhifly

v w
T aﬁﬂuﬁ111uclean1ng solution 14384

v v 4

um101uu1nau rluaTwuna®t 100-140°C drsuay 4 ﬁunq uquﬂﬁqiutuﬁiu

| IR

desiccator GURRIGTIERZ T 10=15 uﬂm saltale

L
2.3 04T LA uNdATUT s Nl LG ety

2.3.1 Potassium tris( carbonato) cobaltate(llf)" trihydrate;

K,[co(co,) ] 4380 (10)

B T e ¥ i o8
drrillatdugrraemulunar afundarisznouma o 390
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. | 2
ny Loien el
' ¥, . R
d1razart n. Lo luddBulaler Lausas luiun 20 g (0.2 mol)
’ v ) ‘
azaaelui 20 m1 v lyfuly ice-bath
 7) I'd I'd
1. lolavoanmaalsn (Co0L,e6H,0) 10 g (0.0k42 mol)
' v 5 - ¢ ‘
azaruluwt 1oml  1aulalar iautversanlan (0 %)

5 ml

. ] '
R Ll b e ﬁm—ﬂ—mmﬂmaﬁmsm—ﬁ—mﬂmng

ﬁﬂ?ﬁ aﬁﬁalﬂﬂﬁlﬁﬂﬁuﬂﬁﬁ ﬂaﬂ?ﬁﬂuuuﬁiﬂﬁuﬂﬁﬂ magnetic stirrer U

'30 uﬁﬁ ﬂTﬁQﬂQH sintered glass cruocible Luﬂ? 4 ?viﬂﬂﬁra"aﬁﬂatmﬂq
‘lﬂ%uﬂumrﬁrnﬂnL%q'mumﬂmmm'ﬁau mm(mrTmuTmTﬁnaaﬂ(III)

3[00(003)3] %nﬂumrmm

WAL - 'lu"mmwummrwnaumeuwm'immﬂmn w:a(mﬂu
’ 4
winm Trsanarn fululnr ieulniues Sununtnezafonises ndyy
g ¥ 1 g ¢t U4
mmwu‘tvnmnﬂm mmummnmmvmﬂammﬁ'lﬂuu"l'mmm

| mu a"lu'lfﬁ”lumummr vl Auiaua sl w du

243,.2 Potassium bis(carbonato)dlammlnecobaltate(III) monohydrate;

blue—-K[Co(NHB) (003)2:[ 0 (10)

Qe

v 4
U§AFunnnr et unanstlrene 3 eroudas ] T uanas
4 3 & ‘ o Iy )
u.muwz;]mﬁmum Tudgarilrenay 1 3eneu Potassiun tris(carbonato)cobalt(nz);

v - 8
KB[ Co(C0,) 31 AqY ammonia TaFRT yil Fudunns lased




._1 ,

gzo(co )3] + (M), 005 + I-I20

' ‘
‘quiTzum 10 uAT

K[CO(NHB)E(QOB)é],HZO + ZKHCOB

Blue

Wﬁﬂqsﬂr nant%qmau K3{00(003)3] ﬂtmfﬁulﬂmauuﬂ

v

?1ﬂﬂﬂ 22301 wqtﬂuﬁﬂia aﬁﬂatﬂﬂauﬂnnu ammonium carbonate 5 .g
(0.05 mol) uqiﬂfnnnxwater bath ?uﬁ?um@aLﬁﬂﬂtﬁéﬂulﬂuauﬁlﬁu WrdAg
_auaﬂﬂwuiu ice~bath wum ¥ el avsiludni Angu ﬂ?aquanégu sintered
rglass cmci’ble I.:UT:]T L filtra'be 'vn"lrﬂmmmuLa‘muﬂmaﬂuamwwanmﬂ
fu ﬂ?ﬂﬂﬂ@ﬂﬂﬂﬂhﬁﬁﬂﬂﬂ?ﬂuiﬂ dwsy filtrate ﬁLuaaﬂqamwmwiumnuanﬂuﬁhym
'LﬂuqﬂuLmuﬁRTaﬂ o Tovulailudniindudn uﬁuanﬁnfaq1ﬂmqmuﬂuq71Nﬂuuaq
'recrystallzed éguuwnéu ué%ﬂaau1umﬂuaﬁuaﬂw1ﬂm%uwL%u KNS B3R
aﬁqu@nmiﬂﬂﬁﬂ othanol (95 %) aﬁmﬁﬂmqiuuweua Lﬂuﬂﬁriqiu vacuum

deswoator ﬁmrfgnmmw“ﬂﬂ yield 72 1 %

2 3 3 Potassa.um bis( carbona.to)cln.amm:.necobaltatc(lﬂ). Inoncxh,;dz:a'te;

v:.ole‘b-K[Co(NH ) (CO ) ]-H 0 (10) A "1 . \

AN

1R ﬁﬁnﬁtLmsﬂuaﬁylfvnﬂuLﬁqmauﬂ%qatﬂﬂutﬂuaunﬂr
/ Yo d
Lail el
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K3[00(003)3]+ (NH,) 005 + Hy0

heat 1UU wa’ter_bé,th
P

~20 ¥

K[CO(M{B)'E(_GOB)J .HEO + 2KHCO, -

. violet

| ‘l%ﬂﬁ:‘m@ﬁﬁ%mmmwwu’lwwmvmm 2.%.1 UduRL
ammonium carbonate 58 (o 05 ml) ‘u"l‘lﬂ‘quﬂu water bath Qun?"‘v;q .
19u Lﬂéﬂmﬁu%m L Junas Lﬂﬁi}u hi N‘lumﬂﬂ mmmvmuﬁmw‘l alavinly
viulu ice ba‘bh u.a%vm ethanol (95 %) mmumnwammq"lﬂm.suan%mq
LnSU N7 BILATANIURNAY ebhanol (95 %) was ether muanfl y g
Tautflalu vecuun desiccator munmfmﬁnmﬁaqﬂﬂ yield 45.7 %

s . 4 -

243 .4 Potassium carbonatotrinityro amminecobaltate(IIT) monohy-

drate ; K,[0oC0,(N0,) N, ].H,0 (9)

‘1°Ii ammonium chloride 1.6 g (0.03 mol) UAY sodium

A
nitrite 10 £(0.15 mol) \Auaslugaras 'mﬂ?vmmmmuﬂwmmmnmwﬂ
|

24341 u'fl,ﬂ'aunuwater bath wmwm%Lﬂaﬂmﬂu%mmamq Warazantly
unraman 6 ¥ acebic acid 20 ml ?‘Lﬂaﬂmﬂuﬁmmaﬁu uﬂﬂauuu water

bath ﬂmmmlrmm 500 wmmqua‘a mwguumnﬂumﬂeﬂu mmmu
3
‘sintered gla.ss crucible no.4, Hany filtrate °11;1muaw:umnau
[5 E v « ¥ o

_ﬁmmﬂamﬂmu NRe Uae mmvnaumm'a\ﬂﬂmaamﬂmumquLanuamtmmm
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L v -

[] - - e v XY v
- - ‘ : L)
mﬁau%ﬂuam filtrate mu"l'a’lumﬁum'aﬁﬁu TouAndurmady nred a9
4
uinaay ethanol SR anan L fikas wﬂ,mmﬂu vacuum -deeiccatord

uj‘j‘i P 1?1 yield 30.5 %

24345 Potassa.um bls(carbonato)d:.mtrocobalta‘l:e(III) dlhydra.'be 5

3[00(00 ). (NOE)E] 2H,,0

m'\al,mmmﬁumumm 10 g(o. 12 mol) tﬂuauuﬁﬁr
av mﬂﬁmﬂ'ﬁqrtmﬂu"lﬂmummnmua 2.3 mmaunu water bath @uatﬂaﬂu |
aludeeiay wharas canwlyualu i ice bath WiHvzilng ﬂaummumfaw vy -
ny ﬁ'auamﬂmmmﬂmu'luma* lyiun 1T RdNzNLEEN 11 filtrate ‘lfﬂu petri-
‘dish mma“l*mqwmmaqﬂsvmm 1-2 4 veiluindunatan i Reay nTee - uas

Y] . . ) BT YA VR ey

awuaﬂmu ethanol (95 %)uas ether 7 Lfudas v Lwdas und Luil suee

2.3.4 10 yield 65.7 %

2.3.6 Potassium bis( carbonato)ethylenediaminecobal tate(ITT)

monchydrate 3 blué-K_[COen( 003)21.1{20 .-(13)_

i 2 o £ 2 v
. L Yy . :
u'xﬁ'\mxmﬂ%Lfﬁmﬁm%ﬂﬂmmmﬁnma 2341 fanala
| & 3 .
1 $9114 u,mt%u 1M en (0.05 mol) Was 2 H 50104 @mmu a ml

stipT mqmwﬂwmﬂswmm 1l uaqmnuu heat 40°C 2 me wvlﬁ

ﬁ'\rauafmammﬂmaumgmmqmm nspatiiandn & [00(00 ) ]muawm

! 2 v

-_ua%ﬂuﬂm’immﬂgnm sty Filtrete Juvilnanaudulaly Rotary
L]

evaporator Laztiuadil Dowex 50W=X8 column 50_100 mesh K foxm
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v : . - 1 : '
(11 Dowex 50W-¥8, H' form wwdavuiiu ¥ form) eriiudunvaag
L ¥ v

1] i 1Y
Co(en)zt‘}o; fineguu column d@un1INLB Colen)(CO a1 9RYA

-8 L I v 3)2 v
as L o d o v, 4
Nt Liugnreratnduntdulisnseenunean colum 1o udseamumirinivde

. & L2 v
. o
UFuAns 26wl 1awls Rotary evaporator W LWLEL NTRILEARTNAY

e ¥ A e 1
199 KHCO, 2aNL%U absolute ethanol LANUBH 79 LIRAIAUT LR NEY
v v

”:' L= ] L) ! . . P T v v
auuqummu NTRILEERININENDUNIY absolute ethanol anta:m‘l‘mmq

' 1y v

Tu vacuum desiccator o ?,0, 2N lh yield 0.7 %

2+%.7 Potassium bis( cé.rbonato)bis(pyridine)cobalta'b‘e( II1)

dihydrate KfGO(COB)e(py)2].2H2o (14)

P pyridine 5 ml (0.062 mol) AdIUGNTALRNY

v

a} v .
F13uaT Tyl ataowmineanen 2.3.1 stir U ice-bath Urzuam 20 uaH
dl '. |4 4 T -‘l o )
Fensgrrazatnitavuidudnse adllwrzum 100 Falue. (45 Al udd

¥ on ‘

ATl Ry icemcold acetone aqlUUreit 200 ml uaz stir 30 UMW 9%
' v 3 4 . L

finznouduaciandnduindaviesern (ozdlan) 2snenenal anhydrous

b4

Y
‘acetone yUrzindl 100 ml 3 PFY extracted AU ice~cold ethanol

1Y 7] | I :: 41
Fauauual 4 (Ursnan 30 m1) legarezattduoainiiuiiede  indarazan

©

N 4 ) 2 a_d
841U ice-cold emhydrous acetone 200 ml YrifzNBUANINALIuLiinTy

1 3 E 2

v v
AT DALATANINZNEUAIY anhydrous acetone  UALW bMWY vacuum

: o y
desiceator WusTy 2,0, 1o yield 9.7 %




17

2.3.,8 Potassium bis(carbonato)(2 2'—blpymdlne)cobaltate(III)

monohydrate ; KI?O(CO ) (blpij.H 0

»”

uﬁﬁﬁrasaqﬂﬁLmnqmtmiﬂuiﬂmaunﬂ@qﬁﬂﬁ 2.3.1 N1L%L
. e .
2,2'~bipyridine 3 g (0.02mol) Tvazd 1w lULATIUBE 7 mI AuuALYTEUA

1 1 . 3, v 14 .
20 ua% ansueni el sl neneu gy niaqtaﬁm~nauﬁayﬂan WA

azowluLarues (95 %) Luasly acetone Mlﬂu stir 30 Y nTaLEN

] ) ke yai’ r o v
ﬂﬁﬁiunﬁrLﬂ?nnaﬁsﬁrvnanL%q%auuﬁ%nﬁﬁuﬁaﬁaLm?ﬂulﬂ'

g ¢ d
ol UdTas ﬂﬁﬂat%ﬂ?%tﬂfﬂﬂlﬂ%@ﬁﬂﬂ?ﬁﬂﬂﬂ 2.3.1 1% 2, 2‘-b1pyridine'

] 1
£

3 & (0.02. mol) Faazatslulenuea 7 ml UL water bathwraunutﬂﬂﬂ
AT AL L AT %ﬂﬂqﬂﬂrauaﬂuLﬂaﬂutﬂuauﬂmﬂauﬂo uﬂ1ﬂ9u1u ice bath
t 2 -7

wum ﬂﬂ%ﬂiﬁﬂﬂﬂﬂaﬁMLﬂﬂﬁu ﬂ?ﬂﬂu@ ﬁﬂdﬁﬁﬁﬂﬁﬂtﬂﬁﬂuﬂ@ (95 %) uaz acetone

T ey vecuwn desiceator mu P205'a§1ﬁ vield 39.4 g

2.%2+9 Potassium bis(carbonato)i,4~diaminobutanecobaltate(III)

monohydrate ; K [Co( 1y 4=dia) (CO 3) Z—I'H 0

v

uﬁﬁﬁfﬁvﬁﬁﬂatﬂﬂ?%tﬂ?ﬂﬂlﬁﬂﬁ%ﬂﬂ@ﬁﬂﬂﬂ 2s541 SIRIL T

1,4-diaminobutane 5 g (O. oezmxl) uwiﬂauuu water-bath w;%nnntmuq
urd o aLﬂaﬁuWﬁﬂl%ﬂﬁlﬂuauﬁLﬂu maaa1nuuuw1ﬂmq1uL%ﬁﬁﬁ%ﬁiﬂﬂim Rotary
evaporator ﬁqmunumﬁ °| 9ugATAZ aﬁuuuaua~um creubiIuiioTL e
AENBUREN BAINENBUNIY acetone ua*wwﬁmumqqu vacuum desiccator

. v
hurTy P,0; T yleld 71.9 %
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2.3,10 Potassium bis(carbonato)1,6~diaminohexanecobaltate(III)

monaliyarato ; K£§?(1,61dia)(003)2:].HZQ

&

. | 4 .
W8T 8200E L IUMIMUAIMNDD 2.3.1 UALFY 1,6-diami-

nohexane 5 g (p,o4 mol) wa"qmn"fm?m ice-cold acetone 50ml aY

v

: [
d k-3 o
drzum 30wl ezilnznouBuiduifegu  nrosnzneusentiuraratelulenause

.-4'.-: ¥ ’:q i . .
Afurslndrrazew@unidu s ntiutnesly ice~cold acetone stir UMW 30

17 v

v 14
& E &
urdl lanenoud@inidu preduazatdnzneunIl anhydrous acetone 2 ATY W

v 17
Tunely vacuum desiceator %u:r? ?,0; 1% yield 46.9 %




