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G.CC Gawlamd Chemical Company
B.D.H British Drug House
R.D.H Riedel — De Haen AG Seelze — Hannover
M.P. Melting Point
TLC Thin Layer Chromatography
FT-IR Infrared Spectra
'"H NMR Proton Nuclear Magnetic Resonance
“CNMR Carbon Nuclear Magnetic Resonance
MS Mass Spectra
El Electron Impact |onization
AA.S Atomic Absorption Spectroscopy
eV Electro Volte
Hz Hertz
0 Chemical Shift
ppm Part Per Million
DMF Dimethylformamide
DM SO Dimethylsulphoxide
TMS Tetramethyl Silane
Degree Celsius
N\ Molar Conductance
C Molar Concentration
K Specific Conductance
G Conductance
A(N) Cell Constant
TGA Thermo gravimetric Analysis
DTG Drevitives Thermo gravimetric
A(TGA) Arrhenius factor
R Gas constant
E Activation energy
0 Heating rate
~ 6,6 -(4-methyl-1,2-phenylene) bis(azan-1-yl-1-ylidene)bis
. (2-methoxyphenol)
Z, 2-(1H-indol-3-yl)-5-methyl-1H-benzo[d]imidazole
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Step 4: Protonation of the -—OH eroup. Step 32 Loss of H,0 Step 6: Deprotonation.
H\ H\ /H N N ~
QT 07 c (‘J
C| e 2 = ’*|J N + 11,0 N+ + H,0
—_— =2 —— b N: —> N 4 = ; 1.0+
i ] PN Pasy ) 3
N: N R H R H — R
R/ \H R/ \H minor major
carbinolamine protonated inermediate (all octets filled) imine
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(1:1:1) s 4wwny Dehydro acetic acide  Sdlicyladehyde  -diamine
(RS ) 11 A e Ay cad sacldl Fe(I1) Mn(l) Co(l) Ni(ll) Cu(ll) 3 4,k
elal zdl e (10%)Wsed JsaS Jslas 85 75 4
Laiy 5 s e il g ISl sl il (KGN & il dgdall bl IS (e

il yhadll L G Balias Aol Gldieal) @lliad  (4-1 )

@S ke NP a

CHS

M=Co,Mn,Fe M=Cu ,Ni
(41 )

(7)



Ao e:9) 2 53)

Sdicylaldehyde  o-Phenylenediamine @Daicles 5 Liu
4ay 5k { Pb(I1) ,Sn(11) ,Cd(11) Fe(I1),Ti(1),} (2:1) il
LA 2 ilS il Gy (WS ) 101 Al e Ay s Jail sl Jlae B AiLaS 5 5eSU 52SY)
(5-1 ) Pt(-) /CH3CN + Ligand/ M(+) ;4!

QO\M/O@
cH AN ch
N; __N
M=Ti,Fe,Cd,Sn,P

61 )
(1) caalls (1) JSall Chiia sty @Woubie
(Direct method)A 3l 44 ,LIG 1, 10-Phenanthroline-5,6-dione  o-Phenylenediamine
.(6-1 ) (s ) 101 A se Ay s (Alternative template) B Aullall 4s jlally

AQ,

(8)



Ao e29) 2 53)

0-Phenylene <l (o ddidall Cad saclal 43l Claies @®)i5elea 5 K6
template J 48 yhy Jll 5 aa jla Salicylaldehyd -diamine
(7-1 ) Ol Sl 2 Apadall Al
|{‘QDH -+ z//Y \ + MOAC))> nH-O
77N
N A S
/M\

R: =R,=t-Bu, ,R:=Cl , Y=2=C , M=2Zn
Ri= R=t-Bu, , Rs= CF3,Y=2=C , M=Zn
R;= Ry=t-Bu, ,R3= Ome ,\Y=Z=C, M= Zn
Ri=R,=H ,Rs=CF;, Y=Z=C, M=Ni

(7-1 )
o 52\l Saisial JGl Geladll 4 38 cilates @) diclaa s Raman
4-Amino antiPyrin  o-Phenylenediamine Jel& (e diiiall Cad saclal o gilidll ans f

el o) pgdall bl pall @ e (RS ;) 101 A se Ay 3-Hydroxy-4-Nitro benzaldehyde

da ol Al s 3 e p pa e JSG Al o gl Sixe lacle (5 siuse gl ISl el
Jal) Aalal by yhadll o L S0 e 2lled Claiall

. DNA 43 ahat lle 4lad @ el (6-1 )

©OH HO© 2+

N

/j;\ / ey
HaC—N—_ N N\CH3

61 )

(9)




Ao e:9) 2553 )

Crlild ¢ ) of e ALl (i 2o 8 6.1.1

V) daul s dxphll @S 5l (e (4-Hydroxy-3-Methoxy benzaldehyde) ¢nbilsll
lelia leie dilide Clelia 4 Ja Gl 4l o galls cilspdall clilad aiiui eie 60%
. @M ethacrylate s_eld il jisa s JSUI ciladie Tiayl 5 4V apall Gl jasiuall 5 ) shall

wsall Bgaalall & umell Sl (e (2-Hydroxy-3-Methoxy benzaldehyde) oalile i)Y

1876 @) Eerdinand Tiemann o
by awalae S Sl ety 8971070 sl annl Francis Noelting

GUELal) delia 8 Jiyy saeie CVlae 3508 dnal 4y (LUl Jsid algall) e

Lglall Cad ac) 8 clail€y of LS B2l jhadll 5 L piSG aa ddled 4SS o AV anall @l peasil)
(33Ni il olaasll ) hi (& Lega 150 sl Cy S5 € Y1y cpn g IS Al i3 e
il i (e S plaial Galile 555 5Y) (e Al Lgilainn 5 ol 2o 8 i€

(HDesia) (11D)asll Glsiaad Gdiclaa; Goldberg Saldl Wisal )l duljll e
Algalidid) ciliidie ae Gl 5l Jelii (o d8idall Guall dpulan ol 2ol @l (11)asdS (1) p s
o Ll va Allad SHa (7-1 ) asdS g sl O ekl

R;=0OCH; ,R;=Rs=R¢=H
R3:R5:H ,R4:R5:OCH3
(-1 )

(10)
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(1) %) Boghaei  Baniyaghoob
O dalal) Salicyladehyde o-Phenylenediamine
4:1 (H,0 : Ethanol) A4S all Sl il " sl Dopamine
(81 ) 30°C
O NS
VANIVAN 1- OCHs, H
o /cO'/ a =i 2- H NO,
B‘Qo \oQa 3- H Br
A A
81 )
Geala (1) (1) S (1) @lsSl Shsine jmaty Caielea s Canpolat
S J 58 aladis p-aminoacetophenoneoxime  o-Vanillin (1)

.(8-1 ) P-Toluene Sulfonic acid

i N
- NILOILICHCILCOONa_ .
HeN C—CHs EH.onLo HzN C—CHs
_OH
CHO + H.N C—CH; f\}ll)-‘--_{,'-lo“ c=N C-CH;
Lo

HiCO OH E5C0 S
(@
~
OH WS
N
C=N c-cH
H
H.CO O, /
AN
M\
o, OCH
H
HaC—C N=C
N
HO

(11)
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(I (1) Opas Dia ol Addl o @2 Santha Rizwana O
1:1 4se 4wy N-AllylThiourea  o-Vanillin ) J<al
y
L s dle dllad Caye (9-1 ) pssall 2S5 Jolaa e il haiy CudeS J iy
L Skl
I
HO ﬁ E=N/C\E/\/
+ ¢ ) aC
NN o, @

(91 )

Benzo-15-crwon-5ether Ul suas ciliiia juaat 38 Sousa
sl dolas ) A 5 (80%) xSl uell ( )
.(10-1 ) seeall €y 2l e 0-Vanillin e s s~

cHO HC=N—NH_

Stirr
_ Stirr
QOH F HoNNH, —24(L oH

R R

R=H ) OCH3

(10-1 )

(111 ) 4'-formyl-benzo-15-crown-5 ether

(12)




AN S2)

E

HO—M—mrMH> OHC D
l 'I wux <4h

HO—M—MN——0CH

ST =S

D

W

(11-1 )

o-Vanillin & (e dsiiall Cad sacldl 4y i gl dpalall aiclas s Unver
Adlise dpdad e o dpdad Clyde aladiuly "ok g 2-Fluoroaniline
i e Jsu) Angy (5S85 punnall il sacld o S 138 5 NaOH e Alalaia (55 430 53l (-OH)

(121 ) bliall s 550 il il 8 &l il (-OH) el

(12-1 )

S cadfy

I‘””ﬂm z

s dindl Cngall o 3ol (Aysiac -4 gaac) baa Al Ciltiae Odiclea s g

Jeldi e 3 panall Cad sacldl Luladll dea o [Mn(H20)6]+2

. (13-1 ) (Hsiize Jslan (8 a il 2uS 5 )2 352 52 0-Vanillin

cHO O
oM
N
H/\"/
H »

Glycylglycine

[ ~o - ___»__—C_)
OCH, D o
[ ||( 113
N[nf.'l_:. 1H
HLO
= (=]
O, OT1 i
2, =N (=1
S o N o :
H O OH OCH. TTCuT
HLO

(13-1 )

(13)




Ao ) 255)
2S5l ldiaal A ) Adadlly 4 sl il “DThankameni Nair
o-Vanillin (VI) psaddl aSyl Sy (V) s
5 dan de Ay Eial Glaieall @jelal 3 udS Jslill aladin |sonicotinoyl hydrazide
psildl Sl S sae e S dbasS Aanslal Adlad ST L gl aSl siaa L 240°C
(91 ) o s = shaud) lad Calaiaall wsigh JSE) o dpdydall il al

,k{(

@ Yo a7 @ K 78

X=ClO,,NO;
©1 )

scli aa 8l alal (1) asidsoll Gl “DPriya

o-Vanillin ) Acetoacetanilide i Clailsy] 0-Phenylenediamine
i) JSAl o) dadall @l )l s s (0-Hydroxyacetophenone Salicylaldehyde
ISl e 5T A ol Allad Claiaall ekl S (14-1 )

Ll ylaall g L yiSlE enlalcasS Lgia A58l

(14)




[RullIC1I(CONPPhs); |

R]_: H,OCH3 ; RZZH,C4H4
(141 )

p-Vanillin  o-Vanillin “3) 43 lea s Mahmoodi
(15-1 ) 4,4'-Diaminobibenzene

. (optical sensors) 4 ey

=z N
CH \CH
R, 1’
R 125
R 2

Ri=0OH,H :R;,=0CH;3; : R3=0H ,H
(15-1 )

(15)




Ao e29) 255 )

JoJlamal )l 2.1

il e LS siny ) Aslaidl e Agley Y1 Appumall LSl Lo Apendll o3 Uk
» AV Adladl Arpally Ca yxi g J g jlase ) 5 oyl

Noor
N/ |

I
RE

Audlaie e clils S AL 1 S AN de sane Sl pagae s Ry Ry

S el J) sl 5k e Sy “YHoebercker 1872 ale 530 Js¥ LS jall 528 i juan
. (16-1) bbaall 8 LS padall ol & jaadll 318 alaasul (2-Nitro-4-methylacetanilide)

_Sn _ _H,O \C P
||(._|
NHCOCH, NHCOCH,

(16-1 )
COlels DA Ge LS all e g il 138 Balas 8 laleaalV) 5 e J5Y axsiul 21877
. U4 adenburg © 160-120 da_x Jeléll soaly Cpal S Gl )6l ae i)
Al mmgy sl (10-1) (48) Lz grall g 3anal i) culiidia (o yyanl) cdls

U5 el 3l 3 8 30 e (g ) sl il o

N
1
I

H

(10-1 )

(16)




Ao e29) 255 )

Colid ) 5¥) RSl e i oa Lo sad o ST e yumad Bk g st Jg el il LS e el

bl Ciad Aoy Al g U el sall e Jelin 3 (990 300K g SN (al gl e (el S

L A€ 5 8l sl sall g Gpumas Ly Jaolaed il (e ddle dlpas Lhee els)
(171 )

N
o Heoonh ©: SC-H + 2H,0
NH2 I}l
e F
NH. 2(CH,CO),0 ©iu
A

C-CH; +3CH;COOH

N
H
(17-1 )
.(18-1 ) BV sumall (aalall ay 51 5 il €l g ilanal 5 581 pa Ll & s
Cl NHR Cl N\
+  p-CH;0CH,COC1 —— @: >c-©ocm
NH, N
R
CHs

R= -CHCH,CH,CH,N(C,Hs),
(18-1 )

8 (e Aol g g Al aS Adlide U gSY pa (el (AU cplid 655 000 CafSal e B e J5Y o
(191 ) 2 Schmutz  Bistrzycki

NH, 120-130°C N O
+ — ©[ \\C—CHC6H5 + H,0
NH, O N
H

O=C—CHCyH;

(19-1 )

(17)
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s e Lose Qb gl 8l Alalae A (e Jslasel il ciliiie JeCIpellizzari
2-amino benzimidazole (nsS Jlay jiiwe je il S el bl el sell 5 elall 3 ga 50 il
.(20-1 )

NHCONH; NHCONH3 N
__moistair__ XA
@ +BrCN—— Or Wi llt,r ij( /C NH;
NH; NHCN N

CONH,

(20-1 )

Dl & djill e pana o dglall GlSoall po i€l el ®YWanger  Holljes

(21-1 )
NH, Nw NH, .HCI
.HCI + RCN ,C\ —
NH, NHz ﬁ R
NH
N
AN
NH,Cl + -
. ©E SR
s
H

(21-1 )
- b LS eolelil) e g il s Juait (S0 5550 Gl galV ae (il e i (e juaad Gl

Ol — gl iy Al el 5 1,21

Amine-Aldehyde Condensation Reaction

. (22-1) (5859)J=mu roinse s LS "Lyl Cadisac iy Lgle (3l 5 aaY) Ao sana

NH, N=CHR
@i 4 2RCOH _2H0 _
NH, N=CHR

(22-1 )

(18)




9N G2 :
Cooni Al dfls oS5 il sde ddee e iy bfiae e 05SE AShl (il el

(e)56)) asm s Cpandl)a el Gk die Aaldy Al sl 52V ) elly gy B9 5ladL
. (23-1 ) O ol Jlall Sl S 5 yal Bacliss Jal se 3 5a 50 Lol J g 3lanal 3l e s

N=CHR N
C[ Rearrangement @i >c— R
N=CHR N
~ R

(23-1 )

po el Jeld alaaidly clS el e gl 18 yuasd (e 35 JsY Ledenburg
o e Glo Jsanll il Gl 8 45kl a3 (ssbae e 5 12 Alse Aandys Gaal AU Cplidgh )
. (24-1%5%9 ) ¥ diaitie Aluany g (i gaill S 5 golad J g jlasel i)

MNH
@( . rcomn
M

l_u:()

NH2 N
N=CHR N
7 B

N=CHR N
(ji IRearrangement ©i \>C‘-—I(
N=CHR 3]
~ 3

(24-1 )

ool DA (e oty @IS G gaill A0 Jy el jill Gl je jmad 599Hjngherg

Ala 8 Gy o oSae Jelaill ojlue WS (ol A ulid 855V s Al ClaylgalU Cagsal
Jal gl dae gis Jeliill (s cudal g g5 o aaiag iy 12 A ge dowiy algalV) e G e Jelis
1:1 4 g Ay s algoalV) (e Baal g Ay 3 Jelin vie Wl 9 Jelall 8 aasiial) algal) ¢ 5y 3ac Ll
Galas @k skl Ogiald)l LAl QN el galal s lasel a0 sSS slaily asty Jelddl

(19)




Ao e:9) 2553 )

(45:5557) 3l salall (o Aglle Alpan g Aglanl ST o o delis A Jgeasll J g Slasel 3l
-t L 4alidg e i

Acid Catalysed oaelally judalll o

G560 | _Prolin isY) Gaelall Lgie ddlide Gadlgn alaiin &l 1 iay
Hebtasulfonic  ©? Glyoxylic acid ®® Polyphosphoric acid ©”Phenylboronic acid
U5 O easa eali (688 Cialll 08 e il 2SS iy Pagid
ST el s )lS )8 5530 Jaay e el Jiisn S e gane B GaanS Y 300 ae piaalall
oo Lelis aal) Ao gana (35S s paY) Jd e Al S sl Aaaleal) g o Jany 138 5 4k 5 i<l

Ay (63) 1 il (malally iaall Jelaill ellan 5. s 3lasal il o oS3 Casi 5l sole
?
e H-Z ‘O—El;;-—(CHE)GCHa
g 3
Ar-T TH T

e N <
| I <7 TR HzD N e
HTN"'L“J;J HqN"'Il v/:] . TJM . :]
2 H,N ~F
lAF—CHO
N Ar - H
a r A[Llf/ Ar
. ,/N'“ = 7 Ny -H.O NN T
S ap Y T
W Ar/= I\TT\
Ar” WOH
- N
“ ,L \>—Ar
= TN
L.
TAr
(25-1 )

(20)



Ao e29) 255 )

Metal Salt Catalysts il g3k aladiudy juiatl) o

©®I)Bi(OTF); Yb(OTF);  ®In(OTF); Sc(OTF); Jie Vil jualisll #3i aadius
e st 3 ©97Zn(0OAC),  ©® Cerium Ammonium Nitrate(CAN)  “PSbCly/AlLO;
Juind a Jpoy oo 6 d Jepsl S ol o il A800S00 oy el o g 51
Lealgall Jany ooy 1y el Jis )l oSyl 500 Lo dladl e s8IV ¢z 0 3dl)
Gpa¥) Ao sana (oSl aleall Jis S 08 300 Lo dullad ST aa¥) Jd (e Al S 5l
. (45,55,57) Jis 5l 3l

Jalamel i) LS je draal 2211

eebinall Jadl 8 danl s claladin) J sl il Gls

Osilul) de sana o Ayglall Iy hael il S ja ardiod Gy Leiuliy il LIV ub i e 3 3

Gila pusiall dlua ddae &

Lisall e Gladladl 4US Lalall Jlal) delua 8 Jasi el 5 )l dpala ellicd J s jlamel i sl
3alian o Sy Al 2 gigdll Hgall delia 4 Janéd 2-Mercaptobenzimidazole

Gl (e Jadiy Sl oo Tk Ll @l sl 4 ClawsieSy Lladl delia & 52.S3

ol dxdl e lgilead 3d)l Ol dalall Gl delua & J sl ul

GG S an I iy TS Sy (999978 s ol Gl b s S dpaal g lasel i)

N-Ribosyl . DNA a3 A Jax Al cp)edl dgba g il saeldll (g e

Cubia G GBSOR ) i bl KU ) sae SIS Jlads age 5o -dimethylbenzimidazole

bl Jaall (3 € LD O el i) e (e aall G paan s Giall alaialy LS jall 028

2V e maall S 8 Jdlael il slg Jaxi 3 AaVauall dlial) deliag

Gl G Al cllilal L ) ol e dallae 8 dexdiuall Abendazole  Mebendzole
Ciprofloxacin <liiie Jie oo sl Jaadl & aul 5 Ciala ClS jall 03l 4850

. 08D iy jhadll 5 adil all (e dilida g Norfloxacin

lgie Adlise il Y Allad laliaeS Creadind g 508 il all (e dalise £ 153 i Alad g ol il

(21)
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s ddl) A Lagl 5 (70) (45,48) (48,55) (69)

sl il LS o (oany of 5 GO0 ®9) Ziduall Gliliad; ¥ HOMV WAL adcadll

LSyl s sk ) dialll Usil Cagadl a8 "Uaa Wi, (O

Aelidl Gali g plhy GSOTD 3l pull N1 G780 ), 41 as Allad ClaliaeS Lgaladiu
(48,68,70) HIV

Jstanal ) ¢pa ARLEY ALY jualind) cililzae 321

LN o2 (g a3, Addiaal) AMEBY) jpualial) e Cilaina (o€ e Ll gy el jall LS e e
LA 3 ) asSis LR e i S gz sadall Js ol ddla L aa s SN 5,0 Al )
cpanl N1 Jie AT daile @l )3 e Ll gial e Lauls sae 3alh ) e bl il yall 3] of LS
G072 Gl oLl 8 Jlady age 52 e Jsslalall il e cijla |y il Gan g il 5
USABT) aslalll Jaadl (3" "lids ollii e 55 (e gl il 818 e 4y lall il
am Al Ghliads Geadinl ool Jadl i (850 gayaall @l peaaiidl delia i

L (567) 3 50, BN SO &) B (56) -, Shadl) (56.67,68), K4l

o-Phenylenediamine (56) Radha J8 (e Jslasl jull cilsidie ¢ paa
elie JalaS 2 gl 5 udeS 107 (THF : H,0) 3-Indol carboxaldehyde

3alcae Aallad 5 yoasall LS Hall doa o bl Adladl) Jul jo & yelal g delu 24
. (26-1 ) Skl g byl

CHO

NH2
\ /THF:H,O,_ nc)
TRT 2an
N
H

R=H, Br, OCH; Ri=H,NO,,Cl,Br

(26-1 )

(22)




Ao e29) 2 53)

(I (1) S 5 (1) omas (1) Aazdll 4y 3l laies ©7) aiclaa s Kuzmanovic
Aglladll ) g 50y S J Y aladinly (IS ) 2:1 4 s Ay s 2-Aminobenzimidazole

A A Al siae Ljlie dlle Dllad rajld dad o a0 Ghlad el
Alad gl eday

Jshael ull clitiia ge (1) pala ) Clains Lgd puaa 08 g a5 anss Galill o jal 4l 0 4
Jssluay) dala o diasnall ppalaall GOAT G Al Vpuyn 3 (S ) 201 Adge Ay
NSl e Grala ded Qe el Gjeh Gn G Clilbads dadalll dlladl
(111 ) 1-(4-Methylbenzyl)-2-aminobenzimidazole

R
R _ N _
N
CH
(T CLy
N \j
\{ CI—Z[\—CI .nH,0
CI—Zg—CI '
N'\ \>CH1
>N H, N
N - R -
R
L,=R=H L,=R=H.n=0
L3 =R = -CH2C6H4CH3 Lﬁ =R = -CH2C6H4CH'; s N = 1

(11-1 )

o-Phenylenediamine Jel& (e da seall U5 jlasel il <S50 9 Kapoor  Kumar
3gns 1sing debue JalaS Litsa gl sasfil) 25l 5 G ySlall 468 aladinly ddlide dgila s )l ilalgall

(271 ) G snil (S g Sl 31l o 5Sal Alle Al
E:‘i 2—!— 2ArCOH Pr=bfalOn @: \>C—Ar
: \"Ar
BRZ2_-90%,
(27-1 )

(23)
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Gl g:29) 7))
0-Phenylenediamine Jeléiy dua sall s jlaal jill <ilS ja 15 pan Caiclen s Goswami

Phenylboronicacid 5 <uieS Jsil¥) ahaidy 101 4dse 4w pa el Benzaldehyde
81 )

NHz+ ‘ A G T N\\C@
N H, R// v N/ _\R
HI

R =2-Cl, 2-Br, 2-OH , 3-NO;, 3,4-(OCHj3), , 4-Cl , 4-NO;, 4-OCH3 ,4-CN , 4-H , 5-Br
(28-1 )

Adline Al s s (11) (1) sl 2300 clsiaal) juiaat of ) diclea s Azam

o Al 5 S (sl sall Jelds (e ALkl 4 grall Jgjlamel jull GLS je pe (&40 ) 221 101

llad Qalaill dieajelal 3 dglda jull ol )53 GlibiasS da il lled L 0-Phenylenediamine
. (29-1 ) 20UM S 55 xie MCF-7 & 55 (s il yual) LAY sl dykaysi

(24)




e k/x iRCOOH

E

H

BH,0
ethanol /
3(_. |
N .
@: \> acetone lCucngzo

ethanal
N N/\l
o I\/
N
R
CuCl, 2H,0 />
ethanol N

C[N c:|—§:u—(:|
N N/ﬁ N

Cu N
VRN

Cl Cl

X
I

X =CH;,-CHCH;, O

Ci/ \CI N N
(I exememe [ o

1 N N

CoCl,. H :

c;|—§':o—<:|

(L
N

H

R= -CH2C6H5 , SH , -S CH2C6H5 y " C6H5 ) -CH2C|

(29-1 )

(25)
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593 89)

2933 )

dandial) 4 gliasstl 31 gal) 1.2

IS al L) Adall dapally LS el jumad 8 derdiodd) dgbasl) sl (1-2) Jsaall e

L B gl cils yid) g dalad) dapall g dadidiicial) 4y glaasSll 3 gall (1-2) Jgand)

-
]

5 3eaal

5 jgaall A< il dalalidsyal) salall
C;HoN el Sl g ysl dy -
MERCK 7H10N> (e Cnlid 5 )
CHxCI
AlDrich C9H7NO Jg\.@_IﬂMS}JJ\S - -
(CH3CHy),0 Sl
CHO-N(CH;;)Z JJ,LALAJJQ d:)
CU(CH 3COO)2 H,O EW PN |
Fluka —
CgHgOs Cplile 65 )
Pb(CH,COO0),
Zn(CH3C00),.2H,0 Ll Gua )
R.D.H Cd(CH3C00),.2H,0 4l & gredlSl) A
CH;CH,OH Slaall J sy
Scharlau
H,SO, ey Sl Gaals
B.D.H NiCl,.6H,0 JSall IS
CO(N03)2.6H20 il
G.CC (CH3),SO LS gil Jy

(26)



593 ) 2333 )

© daddiiall GLIEN g 5 jeal 2.2

M .P Jlgai¥) 48 (i 1.2.2
. Thermo fisher Jle plaainls 3 pasall Al jall jleaiV) Crnd
TLC 4880 dkudall L) £ gilag 8 2.2.2
¢ 5 asaial¥) milia aladiuly AUl of gl 5 las HLaadl g e lal) yiw dagliad Al ol Caeadia
zlas aladinly liall G yela s Merck 4S -3 0= ¢4l Silica gel 60F254 (Aluminium)
L2l Jlay Masiuls 5l Black-Ray B-100A  (U.V lamp) dsdil

(FT-IR Spectra) s sl e cibhi 3.2.2

SHIMADZU  FTIR-8400Sjkx aladiv s b uand)l il all ol jeall cind Gl cula
& bkl cla (4000-400)cm™ 4ikaiall & & sulisll das 0 (a8 dan o
- shasS 5 yill dalal) 4S50

BCNMR $'H NMR 0 sigmll (ualiaall (5 953l i) Cibilal 4.2.2

BRUCKER-500MHz ¢ 5 s alading osisnll wblindl gl gl Gl cla

Gy daals A TMS;s <3S DMSO 2 ARl e dap cluldl)l @l

Al Bhiid) s Al g sball Gigad) S pe 2 LS el Gany bl Cila WS o) -l ek -

75 MH; 300 MH,) BRUCKER 300 g5 Jka sl -l J

pladiuly LS pall GGkl s L, TMSs S DMSO (05 ASl il

TMS 5 S aysis sl (s8I uhail 50 MH; 200 MH;) Gemine ¢ s e
Ly il i - Western Cape

(Mass Spectrometry ) MS Al dibdi 522
EPPN| El L& Agilent Technologies 5975C 5 Jles aladin ALY Cildaf cila s

Ol -0l e -G e Can i dsala 3 (706v) L laia
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Molar Conductance (A ) 4u¥sal Lluagill 6.2.2

DMF (1x10 ° M ) S5 bmanall GUS el Jdlaal 4 )Y sall dola il o
W.T.W- conductivity meter LBR meter g s Jles alasiuls 48 all 55 s da pn cudeS
Cpstll IS /8 pall dadls 3 Ll dll

AAS LgJSS\ uakaidy) jlea 7.2.2
Bl Ly 4 e L3 Buck 210BGP & 55 e alaiin b janall LS jall dpaliaiall) cud
(TG/IDTG) 38l gluadl duladll 822

aa s - S ol Jaiadads APerkin Elmer g 52 Jles aladiuld ) all Jolall cils
Bl A )3 (4w 10°C/mMin (et Jaaar 320 mMi/min les Jiaes Gaa g 8 sl g o)l -0l
OO e A alasiinly 5 20-800°C

smaadll 30l 5k 3.2
SIMGH jpast]1.3.2

5 Olid 55l ma el AUl dy - G Shall GBS DA (e 7, Zg QIS & yias
cAlgalS IS - -

Zy NSl juani].1.3.2

o Glhe Jill Jal5 — @l olild sl e (152 gm) 10 Z; Sl s
o OiokE ae Gllae Jelil Ja10 o 3l Gl Gl Jy - (0.61gm) 5
dasy Jeldll e GAw e e JoBO0 4irw (5 (U (A elue JelaS Olaliny (<l adla
delill 3o @y sl (& Gl ) OS5 Bady GBS )5 50 2y saiusall @l jaill 4070°C

P HENL Gl ) Jue s pals sa s maal) by aiuall el jatdll ae 4382 30
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80% Jeliil) duas Sl 408 milia iUl Sy JAEYL 455k el 70°C
. 180-181°C Sl g

Zz ﬁts:‘ﬂb:‘*bﬂ“ 2.1.3.2

Jelil 15 Gl sl g S - - (1.45 gm) 10 Zy NSl juas
OfiohE e Glhe gt Ja10 » 2l gadd - ol e - (0.61gm) 5

Jeldll zuie A iiSar jeae JaB0 airw b Gos0 (A ebae ddaS i sl pads (s
G Ustadl G 5 e I ol Jglae il eieadl 6yl ae 80°C
uv..ﬁ.cb.n'édd Jeladl) Cq)a «ﬂ)ﬁc».mb t,b.u\) J}@.b CAM\ ‘;13.1).\!\ u}m é\ "HJL(JJ}“‘Y\ u)ﬂ\

sy gl =5, TLC 80°C 5 all A Hu g paieall by yaill aa
i sh cels 70°C #2595 Al Jaiil il ) Jue
70% Jelidl) dluas (1:10) DMF:H,0 (= g alainly
.235°C il
Glatral) juani 3.2

Z1ZN Baa puaad 1232

Gl J 5l Je 20 Z; 2 5« (0.390 gm) 1 Z,7n iad) yiaa
A (g i1 (350 A AL J 5T e 20 O A (0.219 gm) 1
da Ol Hial ol s A I Jglae N 3 Jolacdilal A 2 jeae J100
179 GAL I SIYL il e Bae Jusk g el il sl Sl Jusd, (Reflux) Gels i gl
. 300°C < dizall jlgailda )3 88% dluasl)

Z,C0 d8ra juaali 2232

Glhall Jsitil Ja 20 Z, 3l 4 (0.390 gm) 1 Z,Co
A i G50 A Js1 Je 20 (0.291gm) 1
Asn) sl () Jslaall (b puad Sl Jslae ) 3N J slas dila Sy e 2100
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9

& JHEYL e sae ety mad il il N Jead | el ol aill e el Baa Maela g all
. 300°C < dindl jleai¥lda 0 370 luasll 19 14

Z,Cu d82a ;8233232

Jdsiil de 20 Z, 3l e (0.390 gm) 1 Z.Cu
Ga 5l (350 A calull Jsi Je 20 (0.199 gm) 1
Galall ) sl I Jslaall sl s 2SN Jglaa VS Jglas ddla i e Ja100
L @l ye b2 Ju s il sl N Jucad | (Reflux) Lels ) ziial) sea

. 279-280°C Jleai¥) a5 40% dpaal |
ZNi 82 juaai 4232

Jsill Je 20 Z, Sl 4« (0.390 gm) 1 ZNi
a5 13 ()90 4 oAl J ST e 20 o alall JSall b 6K e (0,237 gm) 1
) Gl sl ) slaall s s S Jlaa ) 5 Jglas il e Seae J«100
Ju 5 el il l ) daad jana iy ) 585 Jaal (Reflux) " sl el axa
49% iluasl) JsEYL &l e s
. 280°C

Z1Pb Saa juaad 5232

Jsial de 20 Z, 3l e (0.390 gm) 1 Z.Pb
Jeae Ja100 (39 s seall 2S5 08 e (0.08 gm) 2
. (9-85) (PH) deadall A 338 30 70°C 5 s Ay sbaall i,
Akl J il Ja 20 (0.325gm) 1 Jstaall ) il

"elas mid s Gl JE0 sl ) Jgladl sl s Sl Jglae Sl Jglas
Gl e e Jut g md il )l Juad Gale W 5l 88 BaBh el sl (Reflux)
300°C < aisall Hlgailda )3 819 luasll AL J G

(30)




593 9 2333 )

9

Z,Cd Yiaa juaal 6.2.3.2

Jstl Ja 20 Z; ¥\l e (0.390 gm) 1 Z,Cd
Jeaa Je100 dmu i G (B asmisall 2S5 e (0.08 gm) 2
. (9-85) (pH) dsadall A 3882 30 70°C 5,0 s Ao, Jslaall Chu,
GAL) Jgill Ja 20 = 483 & gealsll SN e (0.266 gmM) 1 Jsladll ) Caliay
"aelay @modl dea el ol U Lagpa Jslaall gl puad Sl Jglae Sl Jslae dila
G e sae Jud 5 el Jomd sl Cand )y 05S5 Baadl delis 5ad] (Refux)

. 300°C < sixall Jlg 80% iluasl

Z,CU d8ra puaal 7.2 32
Gllae J51 Je 20 Z, ¥\ (e (0.247gm) 1 Z,Cu
G (50 B Ak s e 20 (0.199 gm) 1
A Gl A Jelaall gl et 2N Jolae ) 3l J glasa Adlica C@€a jeae 100
5L O je sae Jut 5 zad L ol )l Juad (Reflux) "s=lay gl ana

. 300°C < leail 4 )2 70% dsasl)

Z,ZnN dixa juaxi 8232
Gllae J5ll Je 20 Z, 3l e (0.247 gm) 1 Z,Zn
A (1 (50 B AL S e 20 Ona A (0.219 gm) 1
a5 e yills ol ) Juad (Reflux) " sela) gl ama | S jeae Je100
_)L@.m.ii 4;)& 30% Zd:u.aaj\ u;\.m]\ dj.il_l:;\z}\_i &L\\_)A RS

. 300°C <

(31)



593 9 2333 )

9

Z,Cd diaa juaali 9232

Jsial Je 20 Z, S e (0.247 gm) 1 Z,Cd
AL Jplil Je 20 = 403 & pealsll SBA (s (0.266 gm) 1
(Reflux) "aelay miell e A ol (I Jlaall 6l it BBl S Jslaa A 3l J glae
oAl JSlNL @ e sae Jud 5 b il anl )l Juad
300°C < Sisdll Jlgail da 53 5 250 dluasl),

M etal deter mination ) 8l 8% 4, 2

0.01 gm a0 elldy el LA palata) Glea alaiiu
25 ) Jshaall sty 31 ) Jslae sy O (N Jstaall Gy, 3 el oy il s Ja B A Ll
Pl ) (e A jlaiall elally Jo 50 Ras Fpana A 8 Jo 50 N caidg s slaad) e Jal 3805

sl sl Adladll (uld 5.2

A S DAY £ ) e daalis e daa ol ) Al (bl P4PIAgar Well diffusion kb gl
saad Caad @l yuy Lkl 4 Gl s Nutrient Agar =) sl juasy 3
bl @&y &5 Nutrient Agar (0.1 ml) dbkdsdl Ll L5 15-20 min
(0.1ml) A sl Lgidad Ll 3 jall 3 juanall salal) ity lall U Aol 50 oo 50
[ 5yl firdlas b il s 370C 24
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 Bsanall QLS jall e i) dlpas 5 400 5l Cliall (2 - 2 ) Jsaadl ma s

B_nanal) LS jall 455 5l ailadl) (2-2) Joaa

. . Jead) A0 a0 .
4 2 5a) dipeal ) Aduaal A
HIR el | Jeum
S a3l Gl A : w | om
4,,\41,,').453\ oC S cmmol
Ca3H2N20,
Z, 181-180 | 1/2 80 .
390
Zn(L)(H,0
Z.Zn SO >300 1 88 0.2
489 :
. [Ni(L)( H20)2].H-0O
Z,Ni d 280 1 49 9.81
500
Z.C [Cu(Lb)1H0 280-279 | 3 40
u -
. 6o 0573
[CO(L)( H20)2].2H20
Z.Co >300 2 37
1 519 34.1
Pb(L)(H,0
Z,Pb [PE(L)(H-0)] >300 2 81 10.93
631
[Cd(L)(H20),]
Z.Cd >300 1 80
1 e 17.1
CieHiaN
Z, 1T 235 d 2 70 i
247
Zn(L)(H,0O)(CH;CO0)].2H,0
2 7n | EHOHOICACO0T 2H; 300 ] o
424 3.2
Cd(L)(H,O)(CH-COO0)]. H,O
7,Cd [Cd(L)(H20)(CH3 )]. H 5300 4 5
453 4.6
Cu(L)(H,0)(CHsCOQO)]. H,O
7,Cu [Cu(L)(H20)(CHs )] Ha 5300 3 70
404 6.1
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MUASU G\lﬁ.ﬂ\

5 ol S Calid ) Qe - Z, Zy oSl e e s uaad e Al all calas)
1 o LS ol L i 5 A9 Sl BTN a5 ] S5l Cami s il

Afkaag 7, Bl 1.3

o el (AU lid 63y ) e - Z1 Sl A jall 038 & jas
P (e Al Laalisl) Aliaslly aliad A geuy e gy Jeliill Jaai 3 201 4 ge dawiy g clild i) V)
Sl Az (1-3) dsaad) Cpws, Jeldl) aw o BBy )5 pe 2e B il Jaadsy S ) (S
3_panall LS el dlias ¢ 400 judl) Slaall any (2-2) Jsaadl Gan WS JUPAC s vy dpendll
Ayl L) sl o
JS (8 sl cps A A QT AW J Y Jsilinal s OlaSel) (A il e il uasdd) Sl ey
.DMSO DMFs iz s 555 slall 5 G 3l 5 O st 5 2y 5355 50 (pe

ALY ddldas 5 andalinall (g 5 5ill (i 5 Adlidan 5 o) yeal) st 223 dilidany juasad) SIS adls

Z 1 paaal) 8IS danall g A 30 ddpual) (1-3) Jg>

S S JUPAC Usi s dpel Faall s Al
6,6 -(4-methyl-1,2-phenylene) QOH o
Zy bis(azan-1-yl-1-ylidene)bis(2-

methoxyphenol) @

CH5

(34)




G0 g 2935 Jo0)

t Zg S pall o) paad) ciad Adlba 1.1.3

QR I a3 B Aada ek N Zy (13 )eloesd i il

Aaja Jseds ey V) ddlial Cadisaeli 0 K5 Xy 1aa s 629716740m™ vie () de sesdl oLl

(301253cm™  "las A8 daja sk S 34170m e JeaS 5 sned) e sanal el )
SIS ) peall it il o ) 8] (2-3) J sl 2 .C-O

Al g 7, GG ) jaad) ciad dadl) CibaY a3ad) aal gy (2-3) dsa

OH C-H C-H -HC=N- C-O
Arom. Alph.

Compound @ | @ | e | @ | (em?

Z4 3417 3047 2941 1614 1253
Phenolic 2842

Z1Zn 3413 3047 2914 1606 1240
H,O 2829

Z1Ni 3390 3047 2931 1606 1249
H,O 2840

Z,Cu 3506 3049 2923 1600 1244
H,O 2833

Z,Co 3259 3049 2947 1606 1245
H,O 2839

Z.Pb 3431 3047 2920 1612 1232
H,O 2829

Z,Cd 3429 3049 2921 1616 1230
H,O 2833
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-1 Zq S pall ALt Adlbae 213

69% i 385 300 MYZ vie uinll oY) 55,50 Hseh (2-3 ) NSl AL Cada o
2:1 4l e Aty Galila 5 6W) ae Cpaal AU Clia g8 5 5) Jile - S (e Al As iRl drpal) g (345
ALK Cada 85 el b oY) aal (1-3) Jadasiall (s 78 M/Z die L) (9 5a¥) 55,0 ) seda SIS

H,CO 390 m/z

/ X”
OCHs H3CO, OCH5 OCH5 H3CO, OCH5

keod

375 m/iz @ 267 m/z CHa 373 m/z CHs ~ O 359 m/z CHs
. - " (/./‘
OCH; OCH; ®
OH ]
L yon L S-on a
HC. LCH =4 HC. CH
N N @ N N
237 m/z. CHs / 240 m/z CHs 343 m/z CHs
ot
OCH, OCH;

o+

< o

295 m/z CHa 78 m/z 255 m/z CHs
-+ OCH: oo HC.
[(Oof —— o e e T
Hcﬁﬁh <t::?
94 m/z 123 m/z 152 m/z 133 m/z cha

Z 1 A dagall i o) (lamy 04 985 i gy ((1-3 ) hakadal)
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Abundance

2600000

2400000

2200000

2000000

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000

OCH,4 H_;CO
630 OH HO
HC\\ //CH
N N
3903
CH,

165.2 252 w0y 361 3

40 50 60 70 80 90 100 110 120 130 140 150 .I.EC 170 180 150”'.;-:-0 210 220 i30 240 250 ESCI 270 260 290 300 310 320 330 340 350 360 370 380 390 400

71 oS el ALY Cihs (2-3) ad Jei

Zl ﬁm (1H NM R) U.u.\h* Lizal @3333\ u,-.i-u” U.-.‘h 313

D pladiuby cudeS apsdgyslSl (33 )osisoll mhliall gl i)l Ja

O o 0= 8.60,8.6147 ppm aie ek G s V) Ao sana Sisis B (200MH,)
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s Qi el Ale s Y) 48lall Cligig p ae Aalaia OH JauSs_uell Ao sana Sigis n 3LE < ela
%S DMSO-ds  (500MH,) Jlen phaivly (4-3  )rSall ouphalinall (o551 (i

Y o §=12.99,13.11 @ ppm  OH e sene Cligisp sebs

L) Ailaasll Al 3Y1 Laaii (OH,NH,SH) Jie dacaslall clligigull of () 5 cudadl s e OH
S Aalal 3L seds Laadl WS ) (Sl S 5 ) ALl 551 a da s Sl cudall i,
Lo dalaiall 8 jdad dgle s )Y dalall clligig y 5)Lal L §=8.91ppm e (e s V) Ae sane S5is
6=3.80,3.81 ppm == i liie il s ppm 7.39 - 6.89 ow

0= 2.3 ppm xic dpalal s jLi S @ jedad Jiiall de sana Ll S gl e gana

Z, S PCNMR Qg sl il unhiliall g 953 ¢pi ) cisk 4.1.3

el 4 BOMH, (53 )ZpuSll el Ll cendalinall (g0l ol ciuda Ja
0=163.52 e (e ¥l Ao geadd g8 S0 Sl sl ud . CDCly
§=114-151ppm kil & cieds diile s ) s &I ey il s (79ppm 164.18
Jiiall de sana 5LE0 5 §=56.14ppm de el Sl e gese 5L (3-3)dsall B e
-1 AW Ageall a7, S 7 Sl S 1 8 odle ] Alall e slaall .3=21.6ppm

15
H;CO
13
11
= N=T1"
CH,
16
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Z17N 8 Z1 OmSsall 09908 B3 JS 4 gleansl) Aa Y cpa (13-3) a2 Jgda

No.carbon Chemical Shift (0) No.carbon Chemical Shift ()
atom Z, Z.Zn atom Z, Z.Zn
C, 164.1 163.01 Cy 123.88 120.30
C, 163.5 162.40 Cuo 123.80 119.17
Csz 1515 152.96 Ciiu 121.03 117.04
Cya 148.5 139.56 Ci12 119.8 116.53
Cs 142.3 137.47 Ci313 115.03 114.22
Ce 140.1 137.28 Ci4.14 1184 112.24
C, 137.72 128.33 Cis.15 56.14 55.60
Cs 128.11 127.79 Cie 21.06 21.4
i .|
| | ' !-l'-|.i: T i 11 i L inm | i dili
T e )

Z, Al (50 MHz) “CNMR wish (5-3) o) s
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Characterization of Complexes Z 3l cilada addd 5.1.3

(1) (1) J&as (1) (1) Cpa sl
(11) ¢35 (11) Z, SIS GAL
. (9-8.5) dradlall dllall die 5 503 guall 2uS g Hua aladiuly gacld Jan g 4 Jelal)

Ll Jeatbes JauS 5 aell Ao sene Cligip pn Al el 48 ac) g8 aladial of A il jall s
VIS RESESIN 3 ) e S sl
(2-2) Jsall mag, DMSO DMF (8 i LeiSly ddg jaall 4y gumall ciludal) lef & gV
Ol el peall aad AadY) AGE il Gldieall Cuadd 3 juasdl Claieall A0 al Gailadl
LY sl Abua sl Gld 5 (TG/ DTG) 4l ddaill ) pundaliaal (5 5 51l
ae Alend) il ol il 5l ) AAS el o) palaial) Slea aladiuly el
sl Ll (4-3) Jsaall sy L 85l olal Lagen Claiaall o S5 3l 4 i) i)

#1aall cad ddldaa 1513
A jlie ie o 2S5 3N ¢ V1 G Bl Y aBlge uaad 3 Tas daga ol peal) Cind Ay A a3
-1 hie Taa Dl culainall o) jeall Ciad AxdY) (il ae 2SN (i
ity s (2-14cm™) (223476) C=N
Ladl a gpedKl dinal ¢ pealdl Ciad AxdY) Caa lacle C=N
] el @il b sl of (2em)ohie gaal) de sead oLl @l i osal)
O YL adalii )l die 2SI A3 ja Jaky il Ao ol Ay (5 3a3 Cilaiaal) (B Gia s )Y
a1 el sy (5 5a Liadl s C=N e ganal el QAN 3aly ) e Janilas
el (35S ORI g LI Uk L s 1 e s o S 1305 el KA (e
(BBL82) 61 06 (e g 8 iy e sl 33 e (s SV 2 53 dall G Al
Gkl e L jie vie 6535 GG Cala (A JaS g uel) de senad eld¥) Q3 Aaja o L
du Sl ol IS8 e JuS el de gane bl S5 Lae ((12-3)-(6-3) )
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Sl ae Guliiall gl sliall 5 sem ele iy da o Aadlill cildiadl) of gial oK1 (198D

a3l aal (2-3) Jsaall mmgs 482(3390 - 3506 cmY) aie Asis daay e deja LAY s ey
5_anal) Cilainall o) peall st dxdY) Cilydal 8

)5 S\

B _pdanall clainal) B ) I8 4 giall dpedl) uia gy (4-3) Jg>

Comp. | M.Wt | Concentration Metal % Metal to
from AAS | found | calculated | ligand ratio
(ppm)
Z.Zn 489 1.0829 11.97 | 13.29 1:1
ZNi 500 1.1247 12.66 11.6 1:1
Z,Cu 469 1.265 11.45| 1343 1:1
Z,Co 519 1.320 12.04| 11.36 1:1
Z,Pb 631 2.841 33.19| 32.80 1.1
Z,Cd 536 1.8882 21.65| 20.89 1:1
Z>Zn 424 1.336 16.70 | 15.33 1:1
Z,Cd 453 1.9849 2481 | 24.72 1:1
Z,Cu 404 1.315 16.43| 15.59 1.1
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Z,C0 ddnall 59l gl adl Jadl) o

(16-3 ) Z;C0 axdd S5l goloall didaill it pady

30-125°C 85.32% 30-375°C
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7y Sl ol tinal ST Jal gl i35l Ay ) ad) Galal) o8 (5-3) Jsaa

Compound TG/DTG Mass loss
sep | T,°C | Tm(DTGma) °C | T¢°C %
1% 30 105 125 6.81
Z,Co 2nd 130 150 210 3.22
3rd 215 235 280 1151
4 285 290,315 375 63.30
1% 35 90 100 3.71
2nd 135 165 200 3.81
Z:Ni 3rd 230 260 275 3.8
4 280 300,500 640 64.84
1% 40 105 125 3.76
2 Cu 2nd 250 330 390 13.93
! 3 395 500 615 61.60
13 160 215 215 3.74
2nd 305 330 345 3.82
2.7 3 350 370,433 465 13.56
! 4 470 515 575 60.39
1% 225 295 305 5.43
2" 310 320 345 14.53
2 Ph 3rd 350 385 400 6.59
. 4™ 405 435 460 9.09
i 465 525 575 28.30
1% 235 340 345 6.99
Z,Cd 2nd 350 365 380 17.48
3rd 385 410 475 53.37
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Ala yall led a5 ghaal) ALSN =\\F
T =Wt
=R
10°C/min ol Jae = 6

Y e Jie @l Al o en) sl oy die 1_%;1 e of OO
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- Ay (09289 gy ) il e (AH, AS, AG) ESaebind 5
AH=E-RT
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Gn ol AG sl ALl il a8 W09 Lahl clledy i Tas aly Jaa g aS

A e 8 pmadll Gltiaall Jal el gend S clilee men o) Siles (95.15-286.2 KImol)
3 panall Cilaixall (5 ) jall GISE Jal o (e Aa o < A0l o il Jlsall 4 (6-3) Jsand) G

7 SIS clinal (g ) ST ol yal ASpalipd a5 J1 sl o (6-3) Jsia

Comp. step A E AH AS AG
(SY (KImolY) | (KImol™) | (KImol*K™) | (KImol?
1% | 8578x10° | 46.173 43.030 -0.1715 | 107.89
Z,Co 2" [ 1.476x10% | 275.617 272.100 0.368 116.43
39 | 1.864x10* | 348.369 344.145 0.3875 | 147.257
4™ [ 1.880x10° | 129.052 124.163 -0.0921 | 178.354
1% | 1.596x10° 78.721 75.703 -0.434 | 233.279
2 | 1.014x10° 97.375 03.733 -0.439 | 286.202
Z;Ni 39 | 1.037x10** | 268.155 263.723 0.210 151.789
4™ | 5169x10° | 230.904 224,478 0.0096 | 216.986
1% | 1.676x10° | 40.990 37.838 -0.1851 | 108.023
2. cu 2" | 4.944x10" | 236.921 231.907 0.0879 | 178.866
! 39 | 2519x10° | 125.560 119.133 -0.1494 | 234.646
1% | 3.247x10™ | 153.419 149.37 0.0288 | 135363
2" | 1.803x10%® - - 0.424 171.66
Z,Zn 39 | 8.402x10" | 229.419 224.07 0.0535 | 189.646
4™ | 8.475x10" | 306.038 300.168 0.1294 208.81
1% | 1.395x10° 37.037 34.310 -0.1855 | 95.156
2 [ 2.350%x10° 92.145 87.432 -0.1474 | 171.164
7.Pb 39 | 5.043x10°" | 345.244 340.314 0.2797 | 174.451
! 4™ | 1.830x10" | 220.136 214.666 0.0406 | 187.893
5 | 1.440x10Y | 266.649 260.762 0.0763 | 206.691
1% | 4.016x10° | 96.158 91.062 -0.1819 | 202.576
Z,Cd 2" | 2.444x10° - - -0.1480 | 514.951
39| 2808x10° | 150.916 145.238 -0.0898 | 206.577
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Onal (A5 a8 65 o e el e Bidall U 5lasel 3l & 53 (e ZopalSll) Al jall o2 8 Lal juas
Ol U i &5 V1 ) CBSE o I G990 i A el 8- -
OsSil Al Glad Lgbay ang S 5aS ol aeld (o€ M gam 201 101 Adse iy el e

LS L o il o gmngll ol ™ G5 Ll) i 3 s nel 5
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Orstill s Gl s JlSell Jie 485 jaall 4 gmall bl led 8 Glgdl) adey sl S el ey
. DMF DMSO & s g (& J5i¥ 5 Jsiliad) 3 olsill QB e ) 6855 510 5 il J L
(2-2)  Jdsaad Gsw WS JUPAC il Gy Apanlly A€ il Gageall (7-3) Jaad) o
dillaay juasall SIS Gadd A dall Wl sl e "Sliad § uanal) S el dlias 5 ik il cliall
ALY Adldae g oasdalinall (o 55l (5l Aildan 5 o) pead) can x|

Z 5 paaal) 8IS Ll g A 3 ddpual) (7-3) J o>

S |JUPAC aUsi s dpel Faall s Al
HN
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o1 Zo S yall o) paal) ciad Ldlhaa 1,23

omi A e s L Aan b (26-3 ) Zp sl SIS o) peal) caat A2V Cada il
Yo Ay dbma Aaja el Ly 993400cm™ ve Jyjlaelull 35 4 N-H
C-H &0 N-H 3128cm™*
. agayl C-H 2920 ,2866cm™ e Ly 3047cm™ tie jedai Al s NI
(M1633cm™? aie jekait C=N
91342 | 1319cm™®  C-N de sandd el Qi) daja sedais 1591em™ e ek N-H
B o) jeall iat e (8 o 5all pal (8-3) Jsaal) e

Alaiaa g 7,3 (oM™ i pead) caad Al Gy 2 3ad) aaf i g (8-3 ) g

Comp. OH NH NH C-H C-H C=N C-N
Indol benzimidazole arom. a|ph_

Zo - 3128 3400 3047 2866 1633 1319

2920 1342

Z-Cu 3263 - 3400 3056 2866 1616 1332
H,O 2920

Z>Zn 3103 - 3400 3056 2918 1623 1317

H,O 2975 1342

Z-,Cd 3461 - - 3076 2931 1627 1344

H>O
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Z 5 S ¢ g3 S 543 J83 4G glaan) Aa Y o (9-3) Jsta

No.carbon Chemical No.carbon Chemical
atom Shift atom Shift
C; 111.62 Co 118.74
C, 136.29 Cio 135.99
Cs 126.16 Cu 130.22
C, 121.31 Cu 118.18
Cs 120.13 Cis 125.51
Cs 122.22 Cus 133.71
C, 125.98 Cis 21.19
Cs 105.22 Cis 149.50

N“

D
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Z,Zn Saall ("HNMR) eshaliiall 5 5530 ¢pi d) Adlihe 2.5.2.3

L (33-3 ) ZxZn Sad cwiS DMSO-dg (500 MHz) "HNMR <ib Ja
Cads ady Apall clpdal Qlel 8 AU sl asaedKl Siad THNMR<ah disad )33
N-H Gl Sl Cada a4 lie Gaea A 'HNMR
e sl 33 Bl s N-H Sylas 11ppm die ISH ol 8 & el
Jsluel il 35 & N-H el Jaadly cpa (A Sl oSy g 3S0al oY)
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aBrall 4055 6d) A ) jad) Julasl) 5523

800°C (TG/ DTG) 3_pasall claieadl 4y )l Jilladll cala
-1 b LS il il s g 5 (e s 4 10PC/MIN G

Z,Cu dinal 380 gl all Jaladl o

(343 ) Z,Cu sinall i35l olall Jdadl i

(4.45% Lulss) 4.93% (DTGmax 95°C) 30 - 170°C
270°C  175°C (o fas 4900 dla yall Wl slall ele 2 o dhad o ela A3a olasd ) (5 5ad g
e Ll Aag o ole A ja olai ) (5503 (4.66% Luls) 4.89% (DTGmax 265°C)

L (13,12) osilalaalls i g LS (5 3l ) 551

Step 19[Cu(L)(H,0)(CH;CO0)].H,0 39-170°C o [Cu(L)(H,0)(CH;COO) |+ HyO -vvveeeven(12)
Step 2[Cu(L)(H,0)(CH3C00)]  175:270°C_ [Cu(L)(CH3CO0)] + 1,0 ceereenn(13)

sada e colll i glaisy 2750C-720°C 5l s day die ila yey SISEIL ddedd) fay

Sl A s md (1 28.46% Lules) 28.07% 725°C b eldal)

Z,CU il L S Al ) 1 (s oViel il (e CUO & e (lail
DAY Lpall sy
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Z,Zn daal g{)jﬂ g Al Jdadll e

(35-3 ) Z,Zn KYPOALL ‘é_'g)l\ L“5));1\ Jalaill iste el
L cla (sih ) Ol & s (8.49% I-,~e\--*=é)8.40% 30-180°C
_(14) (82,86)

Step 1 [Zn(L)(H,0)(CH;C00)].2H,0 39=180°C o 1701 )(H,0)(CH;CO0)] + 2H,0  ooveerc (14)

(20.10% Lulss) 20.20% 185-345°C 3l ya da 3 ie 43l s yall Ll
Al el A e oAl s glaid G 5 3 pall O ) ae "Ll Aag e sle A3 3 (lai
Lpall 158 (Say odlef gilill . 600°C x5 350°C vie Kl fad XIS
-1 Ay Dpalls maia g WS Z,70 Snal 43 il

HN
, \N CH;

/ .2H50

/ OOCCHs

Z,Cd M(;JJJ” g A Jdadll e

(36-3 ) ZoCd S8xal (S5 g oall diladll siade (ge Laa3

(DTGmax 100°C) 30-170°C 30 - 560°C
Ofils e Ly il ele Agr ele Aia gl A Al (3.97% Lbes ) 3.83%
(17.93% lulea ) 17.77% 410°C die 355 1750C 5,0 pm Aoy (pe i (4 e
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Step 19 [CA(L)(H,0)(CH3C00)].Hy020170%C 0 1 d(L)(H,0)(CH3CO0)] THyO  vovvvvrnno(15)
nd , rd . ~ 175 -410°C “ -
Step 2"% and 3" [Cd(L)(H,0)(CH;CO0)] ————[Cd(L)] +CH;COOH +H,0 -wveveeee-(16)

(68.34%) 565°C 3l da 0 die didiall daill Ll 4159Cs ) s da 0 die SSEIL diaall fay
i LIS Sy sieall b X5 Laa (28.25%0) pswedlSl) auS ol Jiad Al & plail dpil) IS 55k 12a
OSay oSl il oy Ay S sall 5,M) qe Uasipe iy NISH e Mea b @b udyy 800°C

- Y Aral) sy Z,Cd dixal 43S il dxpall &1 53

@)

, N\ CH;

y /” .H,O
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H,O

OOCCH,

5 el il sinl] S Jal g cpn Ala jo ISV 5l A1l Qe iy (10-3) J sl o
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Z 5 A )il S Ja) jal 455l 4 ) ad) Julladl) 2 (10-3) Jgoa

Compound TG/DTG Mass loss
sep | Ti°C | Tm(DTGua) °C | Ti°C %
1 30 95 170 4.93
Z,Cu ond 175 265 270 4.89
3'd 275 315 445 60.31
4t 450 685 720 17.16
1% 30 100 180 8.40
Z,Zn ond 185 250 345 20.20
3'd 350 450 500 43.80
1 30 100 170 3.83
ond 175 205 215
17.7
Z,Cd 3 220 295 410
4" 415 440,485 560 12.99
101:2_2 JT_ 2.5322
90 - __"\ B
Y
1\ i
80 i\ |
H \\,I 3 ‘:;
g’ 60 III“\I_:"I:: i %

Z,Cu Sl TG/DTG guloal Jiladl fade Jiny (34-3) ad Jsi
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Temperature (*C)

Z,Zn i TG gl all Julail) Jaie Jiay (35-3) ady J8&
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Fo2

IO deneh

Pt cmbien VAlninkd 07
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ol b all AuCialing ga il Sl Glws 6.2.3

plasinly (Sl gl all Sl Jal ja e As ja SS9 3 panall Glaiaall 4iS0alin ga il J)gall s
LS ga il JIsall Cluad 351k e cllia | Juad) 138 8 &l 4 em 54l Coats-Redfern 4k
44y,ky (1958) Freeman and Carrol &b (1942) «cleas Krevelen danb L
Coats-Redfern 44 b L3 3 Y (1961) Horowitz and Metzger
2% hapiill d8lla Clua (8 196 =i Undll duw (Y elldy 4l se il JIsall Cilasa
LAY 5kl A )i AL A g (s )l dalaa
bt 4Ll 4l o8 o) (12.46-167.47 KIMOI )i 555 > "y linall Lapil) e Casea
Jsoally G sl Aaalivo e il Jlsall cilibia bt i ol

o all dale cblelall muea o ) ol e dmge s ols AH WYL all ad s o (11-3)
G lae Taa by Jaeay soad olall Adee o QN AL Al suis OO0 Al a8 MU AS a8 L

AG= AH-T AS -1 AAY) Akl (40 Capmen AG 5 al) AL il o8 Laigy O 2 plall) llaally
e Cllee dSall alle aea O K3 (109.46-287.94 KJ mol™) o lead 7555 3
Coats-Redfern (38-3) (37-3) Al

Z 5 NSl cilanal g ) ad) ASE Ja) pad ASalig ga i) J)gall 2 (11-3) Joa

Comp. | step A E AH AS AG
(S9) (KImol™) (KImol™) | (KImol'K™) | (KImoal™)
1% 1.30789 22.578 19.518 -0.2444 | 109.469
Z,Cu | 2" | 2.2971x10° | 51.707 47.234 -0.2046 | 157.319
3rd 7.15107 44.356 39.468 -0.2342 | 177.180
4™ | 1.0666x10°| 167.409 159.444 -0.1341 | 287.944
1% 0.14027 16.230 13.129 -0.2631 | 111.267
Z,Zn | 2" | 17367 <107 | 54.245 49.897 -0.2067 | 158.006
39 1 9.9223x10° | 121.619 115.608 -0.1374 | 221.018
1% 28.4553 31.197 28.096 -0.2189 | 109.760
7.Cd 2" | 1.372x10% | 167.475 163.501 0.060 134.777
39 [ 5187x10% | 12.466 7.7436 -0.2940 | 174.745
AM | 13452%10* | 101.746 05.818 -0.1731 | 219.254
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Summery

Schiff base ligand (Z,) is prepared via condusation of 4-methyl-o-phenelendiimine
and o-Vanilin in 1:2 ratio . The ligand was characterized by IR ,"HNMR ,”*CNMR and
mass spectrometry. Metal complexesof Zn Il , Cull ,Nill ,Coll ,Cd Il , Pb Il have
been prepared. These complexes were characterized by metal anaysis , IR, '"HNMR
/*CNMR ,molar conductance and thermogravimetric analysis. Comparison of the IR
spectrum of the ligand and its metal complexes and the 'HNMR of the ligand and Zn ,
Ni ,Cd complexes confirm that the ligand (Z,) behave as tetradentate ligand type
ONNO where the two OH groups in the ligand deprotonated and

involvement of complexes formation.

OCH; H;CO,

aste

HC\

The molar conductance value of 10°M solution in DMF of complexes ranging
from 0.2 to 34.1ohm™*cm’mol™ the very low values reflects that the complexes are

non el ectrolyte.

Thermal behaviour of the complexes was studied from 20 - 800°C in dynamic
nitrogen atmosphere . The complexes were found to be quite stable and the
decomposition was generally passed via loss of hydration water molecules in first
step followed by loss the coordination water in the second step and ended with

respective metal oxide as afina producat.

(h



OCH; H;CO OCH; H;CO
0
\

OH,
o
~° \l /°
HC\\N)/I‘\,/CH XH,0 HCS Hg Py XH,0
2

CH, CH,

M=Co , X=2
M=Cu , X =1 M=Ni , X=I1
M= Pb.Zn.Cd .X = Zero

The second part of this thesis consist of preparation of 2-Substituted benzimidazole
ligand (Z,) from the reaction of 4-methyl phenelene diamine and Indol-3-

carboxaldehyde .
HN
| N\ CH,
N

The ligand was characterized by IR , *HNMR ,"*CNMR and mass spectrometry.

N
H

Metal complexes of Zn Il , Cd Il and Cu Il have been prepared , these complexes
were characterized by meta analysis , IR , 'HNMR for Zn complex, molar
conductance and thermogravimetric analysis. The IR and "HNMR data shows that the
ligand coordination to the metal ions in a bidentate manner through the N atom in
iImidazole moiety and the deprotonated of NH group of indole moiety . Also the

molar conductance of these complexes reflects the non electrolyte nature.

(1)



/ \C)C)CCH;i

The biological activity against S.aureus and E.coli of prepared compound were
tested by agar well diffussion method. The Z,Zn , Z,Cu and Z,Cd show high activity

comparison with ligand Z, .

The activation energy (E) and Arrhenius factor (S*) of the decompostion steps of

all complexes were computed using Coats-Redfern method, and the thermodynamic

| 21,0

/

H,0

Cd

Z,Cd

OOCCHS,4

parameters (AH ,AS and AG) were calculated using standard relations .

(1)
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