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Determination of Metoclopramide

Hydrochloride in Pharmaceutical

Formulations Using the Prepared
Electrode Form Carbon Paste Modified

with lon Pair Complex
Abdalgader Dyab’ Dr. Bashir Elias®

Abstract

An analytical Potentiometric method has been developed for the
quantitative determination of metoclopramide hydrochloride in
bulk and in the pharmaceutical dosage forms, by preparing a
chemically modified carbon paste electrode. The new electrode
composed of ion pair complex between metoclopramide
hydrochloride (MET.HCI) and phosphomolybdic acid (PMA)
reagent as an electrochemically active substance (MET-PMA). The
optimum electrode consisted of 48.5%, graphite powder, 48.5%
dibutyl phthalate (DBPH), and 5% ionic pair complex (MET-PMA)
and showed a response to metoclopramide hydrochloride that
achieved the Nernst relationship within Linear range (0.99-
2588.00) uM, slope of 58.895mV/decade, pH range (2.1-7.9),
response time of 15 Sec, lower limit of detection of 0.91uM and
electrode life of up to 55 days. In addition to determining MET in
its pure form, the prepared electrode was applied successfully for
the determination of MET in its pharmaceutical dosage forms.

Keywords: metoclopramide hydrochloride, phosphomolybdic acid,
ion-pair complex, carbon paste electrode, Potentiometric method.

1
Analytical Chemistry Master Student, Chemistry Department, Faculty of Science, AL Baath University.

2
Associate professor, Chemistry Department, Faculty of Science, AL Baath University.
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-

1dadia

P! 30 Ly elomy o) eloan sl 5 Goama 2ls 508wl gindl
SLSal aaf e Ciian (sl el S Cainia IS8 daiyy Joallly oLl
Adali andy LB Jlad alineS 4 ity Ll dlaal) o 35l AL
Aaball ey ol@Y1s ol a3 destigs ccliilisil) Ll S s )
[1]

ileaall dapall (MET.HCI) 2515 )0 avalyssiS sinall el
tealall 4anls ¢(336.30 g/mol) aiyyall ALY 415 Cy4H2CIN3O2*HCl
Benzamide, 4-amino-5-chloro-N-[2-(diethylamino)ethyl]-2-
methoxy-, monohydrochloride, monohydrate.

4-Amino-5-chloro-N-[2-(diethylamino)ethyl]-o-anisamide
monohydrochloride monohydrate [2].

o0

Cl NN CHs o
H

CH,

H,N OCH,
SsSea alslS gisall Alaial) Al

Glpaniidl A dal) adlla 4 (MET.HCI) 26K s a6l gaall saa
) Al 31 e sl iy ALt 3R e sand) pladinl AVl
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sl Jiae s i@ 3ol (MET.HCI) waad bl diph @k

o ol dise gibua Jidg s A Jaee alsill Sl (e aladiuly

A gises Allad Aaplall o bl ¢jedal Ayl o) — ol 2Kl Gl

glsil Gabiiay (MET.HCI) aaadl Gugpaall gyl Gadii vie &30y dulus

saus) W o(Llally Auanll Apjie Ll dgyll) Sl Jdaill @ik

bl Jaall (IS8 PH=7 dases day35 810MV (5 e (MET.HCI)
[3] (7.14pM) <aiS 25, (25-3000pM)

aladinly Aol ahasiue Gaca (MET.HCI) aaail duly il

ol Gph e @y il palai) dglhe adied diall A dak
o siel diine Sl wilS an (MET.HCI) delsi e il siaall dpaliaial
3.02x107*L.mol™t.cm™? [alaial Jelears 425NM dnse Jsb die )
Wl Ghaily 1% (gHlaa cilyailiy (0.56-51UM) o W adll Jlaal) Jia)

141 0.8% (s5ie oo

(b —paldl) LV apal) ahaniie i 3450 538 (MET.HCI) 2aa

Siaa o Jganll 20y 425NM dase Joba die Agall Galaial) ddblae 4y

SaahslSginally AhslSspnn ol diid ow daliadl LB e b sl

& NaNO, slasinls 4S5 b sasasall siad] 8ya3l 53kalls Janall 2y5lS5 50

LY debeay (1-10Mg/L) op L ball Jball sl o mes Jaug

1.2x102 pug.mL” sl e UlSs oSU CaiSl any caiSH as Wi r=0.9995
[5] 104.1% 596.1% ¢ ducla i) cansliis «4.063x1072 pug.mL™ 5
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Wplea Gpb oo SV oyl (MET.HCI) aaail diag 85 <yl

Sial Eyn (KHSOs alaainly 4l 43ig51 30T shal 2y Ayfiagagall diphally Leas
aisll  ded sl (0.25-35mg/10mL)  ox L hall Jb
Sle cadie) Jida Gl dipl g A jad) dgl) 45,00 LW .0.25mg/10mL
oaiay 236 e Jpanll 3ol ligl 30 KHSOs e (MET.HCI) ) lis)
Jlaes 24600 L.mol™.cm™ s (aliaial Jalaes cAmax= 350nm xie

[6] 0.2pg/mL i< 255 (0.3-3.5ug/mL) s

b RSl cliiall ey (MET.HCI) I fike (gpume gliaal o
iyl 538 (MET.HCI) aass vie cpdle dlads old 53 80l Saaa cauS
@sind Aglae ) e clide GO e gsSe Al Alaniue Gasag
soall Aalie 48k 43005 (MET.HCI) olas Sawy) Calix-4-arene S
osladll e Al &GNy cAolaiul) o) iy gyl bl o3l Gaball (e
171 3x107M i ax5 (IX107°-1x102M) (e Jlaall el (g5 Saall
Lyde ol (eldl) B s Cillae Canendiu) Ablas Ak cak
il G slea) Gyl e (MET.HCI) aasdl jdie (Bivie s allay
(aa 405NM wiage Jola )i g lad i Glldg )5liaadl NaCl @il alaasiuly

[8] 76.175ng/sample —aiS asy5 (0.05-10MM) (s s Jlas

Gl alasinly Ay el Aapylally (MET.HCI) 1 Sl el dlsld) sy

Jiig (D Cllaall dgns (OGS shugt gaes = MET) s zs3ll dlaes
VU Jog S, (DOPP) wlaws Jad JuSsl Ay (TBP) ciliug
Ji-2 5 (DBP) liwg dig iy (DOP) eV Jisyl Alis (DBPH)
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Gradl el e dslad) claldl il G 4kd (BEHP) clivg Jufa
el pea Ay i Bednddl (gl ) Cilia ¢ paadl)
Aainly Bpandl luall Jee Jlae #5his ¢(55.3-59.9 mV/Decade)
S anyy (1x10°-1x102M) o W (DBPH) s (TBP, DOPP) il

9] Vs e 4x10°M 5 3x10°M

:adlaaly ciad) dcaal
Aaguny dubus 415aS dllas dayla ek (P e sl 14 dpaa) 5aS
s Al Bl Aol one dabilsdl waad Jal e Al dcaddiag
Ul oSl Ligara o pdana (e aladinly allyg ddp¥ayall 4iljianiig
Gles DA (e Aiyhall o3 S Hlidls ((MET-PMA) s 73l sixa

(MET.HCI) 53l e dgsla s cilise Qs Laladind Cangs daally 48)

r&adll 3k e
Gyl 3558 715 (SCE) (e JaasllS (g pmia adiind cundl 138 lay
iliias (FINEST 3858 (e giuall (5)58 sy (58 (biias <EDT directlON
48y s (hae o oala) (e 3530PB-11 )k Sartorius ¢ 5 pH/mV/C°
XB220A z35ai Ay sud) Precisa 4,5 (e Ahaldll any 2l8)) o)

Ay el AilasSl) algal
S elas sl Al AL Al e dse Gl 1 8 aasial

(e leﬁ.ﬂ\ ‘;\L ‘_;\gﬁbs eaﬂ Aaxall UJ".)S” :\_UAM ‘).4..4;:\3 ed;:u.n\ LS c):d:as.d\
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eV JaS S cled cbaldl (e dcseaas (ALDRICH 48y zll
Cuys 99% sl (DBPH) o Jis Ay <99.5% 356w (DOPH)
Alad 0l S0 zs3l dra jpaatl aadiudy (BDH 4855 e (P.OIl) gl
gl 48,5 #1l (1e 99.6% 35l (MET.HCI) aysin aualy IS sl 458
s mes CadlKy ((Biochemical& Synthetic Products PVT.LTD.)
Sisco Research 28,4 (e 100% 356 (PMA) H3PM01;040 asiadse
CVsaal JS5 Ao puall ddae Dl Gl paatiie Cieadiul WS cLabotaries
S5 (WslSma dalpine IS5 o) aabadlSoie sale geiad AlL

Aol cleluall (gly gl o) S8 2 1) (e (20mg/2mL)

tJaad) A4y

(MET- agitulisall shash (aan—2malnslSsise As) goil dira jpdaas
:PMA)

(IX10M) 5S1 Ll cplslae zhe Gk oo ) Sied) joaa
((1:3) Llo)) Loy asiauloal) shugd Gaeny 255 aalndl<al (e K
el 5 s Ly Qs b)) U8 & e lu 24 530 Jglaall (e oyl
LAY AaSas Adle bpe e bl Laia L il ha da die Caing

i) clida o ihe giles Sl il gyal (ol daall 55l (e 2l
<S5 «(DMSO) a5l Jise Al (o diatie sk pladiuly JalSlidl o
At 7 lan a3 Camnd canly JS Akl el Jin slsel) 8 il Aaalal

oS gl S5ig iUl deall g3 B Aady dsa Bl A Al 38
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Sixall 533le 5y dady e V) doasi aly (oAl 35at Hlshl sac aladinly 4yl

cong )

aaiiall Casllly Alsal sald)l e JSU el Cand AadV) Cada Gup

Jelil) 401 (335 dadll 8 Bagmsal) Adligl) el e SEU (1) JSAI) siedlly
pliid) e liiall Mgal) Calaly Ljlie i) staall [RY Cipda 3 jelays cdnjidal)
b il sald) dapa 8 -NH 1 sxledl 3200cm™ xie (alaieV) dlac
5 Lae ¢3265¢M ™ e -NH, 1 sxilall (alaia¥) dilac selalls ¢yl oo

Aty 2 -NH ) 2ie PMA 3 MET o Ly Eigas

- el e N —

n B, e wm ; me ‘

60— :

lﬂ—: | MCP_PMA;' .,,Y‘.* \ S \[’ } ..... ..............................................
1 i | | . MCP : jaa¥) dihal) |

T PMA sl Gl
e e e e e e e e e e
1-150myg K81 jAnal CHDOAAB No M5 2662021 cmel

Ailgal Balally (Asd) sl dhaal g lpaal) ciad AadN) Cilda) cas)s 1(1) Jedd

iy
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sl Jl da i) 4N

4 3+
- (L
H /
0, NH
0, NH. 3
3 O +H;PMo,0,0 —— P> (PMo,,049)
/0
Cl
H/N\H Cl
H/N\H
— —3

tria) ol ey LiliasS Janal) ()9Sl Aigana (gpnn jpans

Szl ey aldlly S il mie o Addas delu dalay e
Bl sy vie dwilaidl Sl (palae Je Joanll Badse caiyy aa JSG
o sl e (ald Gae Aanly Wby ahall Lsmaall Cilaiin 5 oyl
Jaly ulad dlls 5oe s celsed) lelil o Lgnaall g8 e SE ae Gl sl
k_uta ‘;\ )AMJ\ d).um“ &Lu:} L@AM c_)bs:\.».n‘ u\.ma] REEN JS..L c_u:\j M}MAJ‘
OS8 (easll ubiay Slays AibaS oSl Ll e (el JaagllSll (50
ol Aanlil) AN _apus il Jadasdl)

HYIHg2Clo| K CHJ(cla)| K| (i) [ sl J st [Adsaall SIS yana] CU

1481 Salal) Jslaa yudan
JslaaS ariinly (1x10°M) S5 (MET.HCI) J le Jslae yums
Ay dusy ),)Jaﬁ.\!\ L“;’U} ¢k 100mL é;\ 4de BAdaa agaa u..p.ai ‘L‘ﬁj‘) LE)L’..‘:

Anilaall 4 iy G All5 danial) Jlaall Gan 385 el I Gagyne Ji e 385
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& (METHCI) I 58555 Gall 8l oeSl A aal 3l cp a8l dlad e

E=f(pCyier) lall Giaall Ll badl) o

t o) panial) dde Jolaa pudans

aaind) e Wil (MET.HCI) 1 (e 100ML 4sns Jslas s
SV ol S Wl aasll alaily emsiall (e ImL 3L (JswYl) Sl
166.7778 UM (g kaill 0353 Jslas e Jsanll 100mL
:AuBlially bl
Ll S Adladl) () g0 U A ganal Jia¥) il Alpa —1

s daddl (o dilide s Lo gind (gluall (e degane Cipimd
AN AN (eSOt Cuydg (DBPH alally cudhall (50 KU e JSI Adlida
Glady o Bama asaa Al P e JiY) Sl ) Jgeagl) a0 385
el A el e 100ML ) S asbes G yaall salall Jslas (ha 8yan
O AW Aha o Aailadl 48 2y 585 el ) Yseay S a5 Gy
(1) djdaj\ ‘E@Aﬁ 9 LS {MET );\S_)f\j@];ﬂhﬁl.})@ﬁ\ ASJMM 3}55\
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LYY glall pailad o ¢Sl Lisana s il 1(1) Jsaad

dallal) A

(W/W)%0 s A

«shdd) Jlaall
Y

6.99-1661.11

(S)
mV/Decade

(DBPH)

cud) 2
(G)

Salald

zod
‘_,-'w‘\ﬂ

[EEN

6.99-2588.20

6.99-1661.11

4.49-2588.20

0.99-2588.20

1.99-2588.20

6.99-2588.20

6.99-2588.20

4.49-1661.11

OO N[0 bl

6.99-1661.11

[EY
o

Saal Aysl) Aygiall Al AN kel il Jpe s DAY auy (e
& szl Ge 5% A o axg «(2) JSA Digmadll & s 23
ciiy Alalae 8 Jaall Ayl Aadl) e Jaal) e oyl ey Juadl)

S, mV/Decade

60

50

40

30 + ! f
0 2

4 1P (%)

8 10 12

MET-PMA sixall 4555 gl &ygial) dyeadl) ANy Jaal) cilpis A 1(2) Je
DBPH cpalall alassialy
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A e} pailad o calal) ggi 5l Aups -2
diaally calally Cudhall (e JS0 AdlSe s e (goat jlue B0 Cipa
DOPH a5 diljdll leailad 8 Aikda ciliale &5 Aaiily  juasal
D el il isall (i) L pailads Saa iy P.OIl <DBPH
OsS) Digana (glue Daubiny ol Gl Cus (Jall o ddle 585 (il
zol ASa b S il cbalall gLyl pailadll iy caadiuadl gall
JS E=f(pChigr) dwbad) ciliaiall cra) 5 [10] ¢spS Ligana ann sV
olle IS dal (o el saall JBall ol Cygal Gus uane (g

ALY puall paitbad Ao galall goi il 1(2) Jgaad)

Juall
mV/Decade

4.49-1661.10

0.99-2588.20

1.99-902.47
pailadl)l b Unsale Tt 1af (DBPH 3 Lkl (glsall of (2) Jsaad) o
Aalaad Alil) degl) (o Apll dadll daf DA (o puaaall (puall Al
(3) ISl el as Aad (mlidily

410

—8— E(5%)DOPH
310 —e— E(5%)DBPH
E(8%)P. Oil

210

T A A

110 =9
18 2.8 3.80Cy 4 8 5.8 6.8

E,mV

L) (5 gl palbad o gald) g g 8l 1(3) Jed)
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fapall 00 e G/P galal) ) cudlal) dpud il A -3

Al o) ol Anisl dshall A (gt (g)lua Bae Al o3¢) Cipan
Gilsall (laall ciniall Sl sl el nay cgalally Cudhall e diliae Ly
ay iyl & G/P=1 duall of Tangl chpmnd) (gylusall E=f(pChey) il
@lasall Cinia 1368 i) cluhall 8 laslaie) 5 A ((3) Jsaall 4anas L
i) iy alsll el ) s e Aldatl) pailiadll Jusdl 3 sl
(4) I b ase g WS

LYY g laal) Gailad o G/P i il :(3) Jsaad

Jeadl
mV/Decade

6.99-1656.11
1.99-2588.20

0.99-2588.20
4.49-2588.20
6.99-1661.11
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360.0
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120 =2
0 20 40 60 80

t,Sec
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anal) gyl glal Ao Jand) ca) il :(4) Jgaad)
UM ¢ hddl Jlaal) S, mV/decade Jsl Jardl e
(MET-PMA:ySE) DBPH

0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
1.99-2588.00
1.99-2588.00
1.99-1661.00

Lapal) o)) @l Ao Jaagll Adagan daa il Aufa -5
dulidl dedll e (2-12) Jlaadl Gava Jaugl) pH dad a0 5306 sy
Gyl jae dus ((MET-PMAgySE) DBPH sl (el  53l5ill () 5aSU
APUM 5385 MET 1 Jslas (aun cala) PH (e 3525 MET sald il
&> (0.1-1.0 M) 385 NaOH 5l HCI Jslae (e Al agan Canal &
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300
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250
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= 150 50 uM
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100
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0
0 2 4 6 8 10 12 14
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il e agiad) ciall ADle cida S Ladiedl Jadll Jlaadl e W)
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gy e (med danll &y S Bagie 330 L(B) JSal (el
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1.0095 1.000

5.0228 5.000

49.5410 50.000

500.4930 500.000

1002.9629 1000.000

el (ued L gie®
O Bymnall (gylsall alatinly & Jglad)l e (MET.HCI) aaas mls J
RSD% (ssial) gamsill (5)lemall Calai¥) jslad anel Lt g s jidall 4y,Lal)
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M.DJ:S‘ RS Z\Mj 43 .JS“%
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s ¢ madl (glusall Alasinly da el 46,0l A5lany) dallaally aatll il
il il (gylall Calad) ad DA e Aajid) A5kl daiay Ay b

sl el i) oy Laidial
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Ailgal) i antienal) LB yaatl bdal) ilis) :(6) Jgaad

I Cwmer, UM I

SD?, uM

R% | RSD%

166.5652

Jalall

166.7778

Alstl) pudanioual

10mg/2mL

166.0460

166.7778

0

‘Il s
10mg/2mL

Al (ued baugie @
gl cleliall la ol 4558 (0 10ME/2ML e Jsd b
Ailall cilelall gyl 4855 e 10M@/2ML Sle Jsud €

Biphll &y el dagll & L ol u ddlaa) Al Cusal

e sl Juis ([14-12] F-test s t-test cpyia¥) Gluay @lldy ([2] duma sl

(7) djd_aj\ dAa g 9 \'AAJ cL'):\'.'\LJH\ O JSJ.\ ng.\’.c é)ﬂ A9 pdc

L pally 4o jikal) 48 hally Auilgal) Cpuantivial) & (MET.HCI) waas :(7) Joaad)

[2] domapall 48y at) © | da jgial) 48, k) Hlsal) puaniuuall
99.73+1.057 | 99.8740.743 | R%z=SD? .
0.4654 0.6198 t-test’ aliza

2.0238 Ftest® | 10mg/2mL
08.77+1.366 | 99.56+0.986 | R%z=SD o
2.0134 1.6966 t-test e
1.9163 Ftest | 10mg/2mL
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Effect of the pulling mesomeric action of
the nitro group on the electrochemical
reduction of the aldehyde group

Summary

In this research, the effect of the isomerical action of the nitro
group (NO,) on the electrochemical reduction of the aldehyde
group in the compound (4-nitrobenzaldehyde) was studied by
polarographic method on the mercury distillate electrode:

- The polarographic study showed that benzaldehyde is returned in
a moderate agueous medium with two electrons and one peak at a
half-wave potential (-1417.35 mV) and we get a compound
(phenylmethanol).

- The presence of the nitro group (NO,) in the para position of the
aromatic ring led to the splitting of the return peak of the aldehyde
group into two peaks corresponding to one electron each.

- The presence of the nitro group led to the potential shift of the
aldehyde group back to the most positive values, and we get
(phenylmethanol)

Key words: electrochemical return, polarographic, mercury
electrode, return potential,.
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Preparation and Characterization of
Ether Derivative of Chlorpheniramine
and Study of some its Physical and
Biological Properties

Fatima Alashek *, Dr. Mohammad keshe **

Abstract

In this paper, the glycerol has reacted with chlorpheniramine
as a nonsteroidal anti-inflammatory to prepare mono-ether glycerol
using appropriate conditions, basic catalyst (tert- sodium butoxide)
was used with a molar ratio (chlorpheniramine: glycerol) (1:10), a
temperature of 100°C and reaction time is nine hours and the
product was obtained with high selectivity and good yield (58%).

After that, some physical properties of the reaction product
were determined by measuring: (the kinematic viscosity, turbidity,
and density, and amount of deflection of the polarized light) In
addition to the biological properties.

The reaction followed by using thin layer chromatography
(T.L.C)« then the product was separated and purified, the molecular
structures have determinate by spectroscopy methods FT- IR, *H-
NMR, *C-NMR.

Key words: Glycerol - Antihistamines — Chlorpheniramine - Glycerol Ethers.

*) Scientific Researcher: Department of chemistry (Organic Chemistry) -
Faculty of science-Albaath university Homs - Syria

**) Doctor of Organic Chemistry: Department of chemistry - Faculty of
science- Albaath university Homs-Syria.
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Preparation of ZnTiO3; ceramic compound

and study of its structural properties
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Abstract:

The ZnTiO5 ceramic compound was prepared from the raw
oxides using the solid state reaction method that based on annealing
of the solid reactants to produce complex solid compounds from
simple oxides. The structural properties of the raw ZnO and TiO,
oxides that used in preparing of the ZnTi0O; compound were also
studied using X-ray diffraction, which is a technique used in
crystallography to determine the crystal structure of the materials.

The samples were annealed at different temperatures in the
rang (700-1000)°C for 6h. The XRD results of the prepared
samples at 700 °C showed the presence of Zn,Ti;Og compound that
crystalizes in the cubic phase, in addition to some peaks that belong
to the raw materials.

It was found that when the samples were annealed at the

temperature of 800 °C, the peaks belong to the raw materials
disappeared and peaks belong to the ZnTiO; compound with
hexagonal and cubic phases appeared, in addition to some peaks
that belong to Zn,Ti;0g compound. The results showed that the
optimum temperature for the synthesis of the ZnTi0O5; compound is
900 °C with its hexagonal and cubic phases. A phase transition had
occurred at 1000 °C from ZnTi0O; compound to Zn, TiO, compound
and rutile titanium dioxide.
The crystal lattice constants of the ZnTiO; compound at 900 °C,
were calculated. For the cubic phase, the average crystal lattice
constant was a = 8.368°A4, and for the hexagonal phase, a = b =
5.094°A and ¢ = 13.588°A.

Keywords: soild-sate reaction-thermal annealing-lattice constants-
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425 21.25 88.8 2.468 2.475 (101)
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26° deqi (CA) | dearg®A)( | a(®4) | (hkl)
30.552 3.394 3.429 8.312 (211)
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Al Ll sl Aysll) L) s 3 dpygey Slisival) G 3l Jany Cun d o

ZnTi0; Syl la G35 degras Aears 260° o S o (7) saadl oy
.L?_M\M\

(7) s
20° 1 d.y(°A) | degrg(CA) |2 (°A) | c(PA) | (hKD)
38.56 2.71 2.709 - [13.730 | (104)
41.362 | 2.533 2539 | 5065 | - | (110)
50.755 | 2.089 2.087 - 12,909 | (202)
63.249 | 1.706 1.715 - | 13.784 | (116)
66.96 | 1.623 1.621 - | 13.948 | (018)
74.454 | 1.480 1478 | 5121 | - |(300)
a=b=5.093°A ¢ =13.593°4

(26- pmapal) Ailadl e Ay gusnall dyyslll A0l il Adansgl) all 43)ae
Culgl hangl) ail) (8) Jsaall Cw 2[27,28] dalall Jlee¥) (any aes 1500)

Agalall JleeY1 any oo L lie s &y sunall ) l) A0

c(°4)
13.593

13.92

13.91
14.0234

(8) dsaal

b(°A)
5.093

5.078

5.074
5.1456
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a(®A)
5.093

5.078
5.074

5.1456

alall Janl

Jaad) 138
431L,1126-1500

[27]
[28]




Intensity (a.u)
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:900°C 5 a2 Lalall Aall Ayl 422V 7z el (il (8) SN

——900°C I

=)
— ~
o
~ -
&L
=)
<
3
)
—
e
=)
N
8 o
S
o
4
T T T T T T T T T T
30 40 50 60 70 80

20
- 900°C 5l 4nyd aie Lalall Al L) 2 7 1ad) Caida (8) JSal
SV asai ) ail olaily 2 e add adlse 8 2L Cusaa (8) Sl (e LDl
@l (oSl Gyshall gl Bapa 4 seka ) A8LLY L ZNTi0; Syl
J<E) e s o L(55.749°-57.865°-58.782°) Lisill xie iSyall 1 (g
OSar Mlls Zn,Tis0p SHall o 30Y) anlsY) 1) asad sl 3 395 (8)
@2 Sal ayshy ZnTi0; «SHa) e Jseanll Jia¥) o Al o2 o) il

s

J)L‘:‘"‘ ‘..53\ ZTlTi03 “—‘S)"“ﬂ dcard) dcalJ 26° e S ?:‘5 (9) JJJ%A\ O
Azl Al
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(9) dsad

20° dcq (°A) dgrq(CA) a(°A) (hkl)
35.368 2.943 2.972 8.325 (220)
41.66 | 2514 2,534 8.339 (311)
50.363 2.101 2.101 8.406 (400)
55.749 1.912 1.928 8.336 (331)
58.782 1.822 1.834 8.349 (421)
62.756 1.717 1.715 8.413 (422)
67.55 1.608 1.617 8.357 (511)
73859 | 1.488 1.485 8.418 (440)

a =8.368°A

Sl e Ay g skl Al il Al Aadll Clus 5 of 2
.(39-0190) 48 dyns sl il

sty A ZnTi05 S ,all Aearas deqrs20° e DS ol (10) Jeaadl G

odawd ) 3y
(10) Jsaal)

26° dcgl (CA) dcgrd (°A) a (OA) c(°A) (hkl)
3854 | 2710 2.728 E 13.737 | (104)
41.358 2.533 2.539 5.066 - (110)
50.749 2.087 2.096 = 12.918 (202)
57.865 1.849 1.859 - 13.564 (024)
63.273 1.705 1.712 - 13.775 (116)
66.98 1.621 1.618 - 13.944 (018)
74.46 1.478 1.465 5.121 - (300)

a =b =5.094°4 ¢ =13.588 °A
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Al s (e Lo A Ll i Ayl ASEN) Cugl il Adasgl) adl) Gl 5
(26 — 1500) A jyall 28Ual 8 Gy suenal) 4y L)

.1000°C 5y days die Lalall Al Apiad) 221 2l Cada (9) IS0 oy

——1000°C I

(311)

s
<
2
£} g
< Lo
g -
>
= —_
2 o
S 8
b
£
S
—
=t
I T I T I T I T I T
30 40 50 60 70 80

20

.1000°C )l Aoy die Liakal) Aipall dyipuad) 2231 2 lpadl Cala (9) Jsa
Gl A ZnTi0; «SHad) e gysh Jsad Gaa il (9) JSall (ga Laadls
Sle Zn,Ti0, Syall e s <l Lrutile assbd) sl Al Zn, TiO,
Ohe oibis (220)(311)(222)(400)(422)(511)(440) V) saal

.(110) (101)(211) : ) s=il e culS rutile assbl sl L
O oy (4) AR alasiuly Zn,Ti0, Syall Ayl 4l s Glua
.a = 8402 °A sl 4

109



Sl el S pall ppaniZNTi0 5% gkl Aaibad A ja g

sl A Zn,Ti0, <SHall degrg s deqrs 260° 0o pIS ol (11) Jsall cpw

AgaaSe Ay By
(11) Jsaad
26° Int% dcal(oA) dcard (OA) a(oA) (hkl)
35.155 39.1 2.961 2.985 8.377 | (220)
41.425 100 2.528 2.545 8.388 | (311)
43.270 6.1 2.425 2.437 8.404 | (222)
50.420 13.8 2.099 2.110 8.400 | (400)
62.795 12.3 1.716 1.723 8.411| (422)
67.073 28.5 1.618 1.625 8.413 | (511)
73.88 31.8 1.488 1.492 8.419 | (440)
a=28.402°A

Fdym aelill Hhall degena ) Z0,Ti0, wS)all LSl Al o

Al g ZNpTi0, SHall dgsld) Al Culsh o 4jlie (12) Joaad) Co
[28] (calall Janlly dpnanyall

(12) Jsaad
a (°A) alad) el
8.402 Jand) 138
8.456 drapal) ABlayl)
8.48 [28] (alal) Janl
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A de galdl ZnTi0; oSyl Jediyly cluall aaa clua -3-5
:900°C

day e Al ZnTi0; Sl Jldly Gluall aaa sl 3
CSall s oy oaSe (& sl Jseanll JiaY) 3)hal) daps L35S 900°C
:[29] 4a¥) adtally Williamson—Hall Jsa— ¢ sealis 3ipkh alasiul,

B + 4¢ tanf (5)

" D cosH
aalll (gsbany <l ik s & b Agsly 6 5 Aeatiunal) Al At Ange skt A Cun

s
0Ll sakaall 305l Caalia die (il B
1) sl e (5) Aabeall asifi sale) Say
A
BcosO = D + 4¢ sinf (6)

il auy Glal) aang JlaaY) paadl (6) Aobeall axdis of (Sa
4 sinf AN Bcosh @il Skl

Syl 4 5inf ANy Beosh Dyl Sl Jsial) (10) JRa) o
xSl oy5hay umadl) ZnTi0,

111



Sl el S pall ppaniZNTi0 5% gkl Aaibad A ja g

Equation y=a +.b*x
6.0x10° ResaiSumar 7004560 = B _
Squi [
auaes Value Standard Error Llnear Flt
Intercept 0.0056 6.81388E-5
50)(10'3 - B Slope -6.43268E-4 3.64453E-5
4.0x10° -\.\.\.ﬂ\'\-
D
2 -3
O 3.0x10™ +
O
==8
2.0x10°° A
1.0x10°
0.0 T T T T T T T T T T T T T
1.2 1.4 1.6 1.8 2.0 2.2 2.4

4sin0

900°C 4aydl xie AWl ZnTi03 Syl 4 sinf Y Beosf < (10) J
s 228l o5k

ZnTi03 Syl 4 sinf N Beosh iyl ALl sl (11) JSa
L;u\.l.uj\ yjlag )-\AMS\
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Equation y=a+bx - E
3 Welgh| No Weighting ] )
8.0x10 gceliu:rl:;\ Sumof = 6.51956E-6 Llnear Flt
Value Standard Error
E Intercept 0.00446 0.00217
Slope -1.54053E-4 0.00114
6.0x107 -
% - . .
8 4.0x10° -
[« N
n
n
2.0x10° A
o4+
1.2 1.4 1.6 1.8 2.0 2.2 2.4 2.6
4sind

900°C dayll vie (aldl ZnTi05 «Syall 4 5inf AN Beosf s (11) J<al
o duall ) slay

oo i) Clual (11) 5 (10) ol & clilanall dladl) 5Skaall aladin) &

Sl sk ZnTi0; Syl & Jnitly D ilyad) pas G JS o8 (13)

ol
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(13) Jsaall
ex107* D (nm) InTiO; <Syall
6.43 32 oSl skl
-1.54 40 olaud) gkl

vie ST ) 43,8 J81 4l Jlei¥ly Sl clandl skl Gilis ana of Jaadl
38 B)hal) da
ralalitiud) -6

deld) calall gllaal) dih aladiuly ZnTi0; oSyl glihal & .1

GAY) Fhhal e 15)aal doaidial) Lulaiy) 46K cld (Llal) Alal)
Adalid)l 3ulSY) jumas 8 deadi)

g5 Al Al 38y eliy Zn0 ¢lijl 2wl o) XRD il cuy .2
sl ol sl Lay pBIMC Al desenall iy WUrtzite
(14.\amd) Gl de sendl) ) sty dae Lyl dyysld) Al i

JWS) S5 1385 Zn0, TiO, AV 2l a5a3 skl agay Jaadly ol .3
Glels 6 3ad 900 C° 3yl dap vie ZnTi0zSdll ¢ lihal ke
g kD Bl 3)hall da )y 4y

Lails ZnTi0; <Sall s sk o Jyand) o ol 4l gilill cuell .4

Tas oadaudly anSal) (sl aalsi

&) 1000 C° sl dap e ZnTi0; Sl ok Jyai Cis .5
. Tutile-Ti0, assbial) 2wl 3l Zn, Ti0, S

Ji JaiNly ST ZNTi05 SHall adasdl Hohall iyl aas ol 2ay .6
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(1,2-Diphenylethane—-1,2dione) 3o

#o% L 2a3) e desa ** olada oo Ul s

Sl (adle
daY) Jad oy sighaw Cplie Juhgd 2 3aaall dadiell g libal &
(UV-VIS, , PC NMR, 'H NMR) cilalbad) alasiuly L caaady
IR
MCl, e dasipall oda Jolin JNA (e 5a0n (55l A6 Cildins dayyl jumd

™

P
bl Jiall @bk ahaiiuls agivy Guwyd 5 .M=2Zn, Cu, Ni, Co
(IR, UV-VIS )

il il ghecibdldaa g oil) Al dalida culals
Sse oaen —ll dxala = aslall B - oLl aid & Aggpme o bieS o)ysia il (*

s —men —ind) daela —pslel)l LS — o Lal aud Aygaine W oLl 8 acluse S (*#
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Synthesis of new binuclear complexes
derived from1,2-Diphenylethane-1,2dione
F. Altaleb*, A. Suleiman** M. Moudar AL-Khuder***

Abstract

The syntheses of a new ligand: (Furanyl Methylene Hydrazono
Diphenel Ethnol) have been studied. Its structure has been
proved by using spectroscopy (IR , *H NMR , *C NMR ,UV-
VIS).

Subsequently, The reaction of a papered ligand with MCl,: M=

Zn, Cu, Ni, Co were carried out to syntheses a new fuor dinuclear

complexes .
Their structures have been studied by using spectroscopy
methods IR ,UV-VIS.

Keywords, Di nuclear, Furanyl, spectroscopy, Complexes.

*) PhDstudent, Department of chemistry-Faculty of science-Albaath university
Homs-Syria.

**) prof-Dr of inorganic chemistry, Department of chemistry-Faculty of science-
AlBaath university Homs-Syria.

***) prof-Dr of inorganic chemistry, Department of chemistry-Faculty of science-
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o dagall Lpumall LSyl an) sa (i) (s1e2-gl) Js sa-1c2
Oe Ol Ol)sladiall daispySl (e lis sena balad Cum Auhall e Leilis Ja
Lardiuall LS Hall (e 8508 Ao gana o Jgeanll (Sar dpial) (e Wil 5 Juadl)
Ll Atlas dpas el plly A asall Cimatidl o el delia i
Lo s Capudan S8y iyl (e Wiidia latite pdie dis dsay () 0l Sl S
«(hydrobenzoin) s s nedl «(benzoin) gyl : s diyull (e 8yble
S5 ¢(dibenzyl) diyn AU (isohydrobenzoin)cug yig yus g 5

.[2] (benzoin pinecone) Sl (pg s (desoxybenzoin) i

sraeS Jpjall Ailal o) s Cya 4B CDLasall delia 8 Jpull axiiul LS
duasall ZA bl B, Ll gailadll saly ) o (sl
A (e olaall A5 & age hsd by dsidl o o Laad [3] MgTip 6B,
ol sally il 3lS) e IS ) ped g dSilals Ll
) 4L [4] (RBBR) ¢ luall (s dueliall slual) s 8 oaind 1S5e e
glhaal & Jaxg [5] thiol-ene Jel& & Agia cuseS Jojidl aaaial elld
Glla Gy sl @l DA e Gl 5 Landill (358 2aiY) 4 gl dules sk
3olae MgeS lewaladin Aullaial dliag soldl e UV dadl Llis) a5 Jd
[6] sl

Jainall oy Aggmss sl () iyl e Jsatl 4l Copny cgdin RBSS Jelis
Il oLl 355 Ay Jagyd pann (K1 eJeliil oy 8 Lao (SN 235
& ey Bl o gyl liidie aadind Cus S Gl g hill dgag acy
Clalizan s bVl rand clhadia s 320SY) Claliasy calyg Kall calabicas delia
[7] ot sl
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tCagd) e -2
IUail (gsil) 4508 dhaee Culaine JSE5 Audyy sl A cluhall dpaad Dl
P Jendl 130 Cad (S8 LAY (paleal) 23l ae dpjidl (e
338l (FMHDE) Jstiy) Jié 50 sigshas (e Jiilysd Aadi sall juasi e
ik il Asa (e oSy J1osiosdlls caSomed) ae dsill e GV
Gsb Aai) Aglhey (NMR cash R jea¥) cnd Lo 2] 4l
.(U.V-visible) a1 yall-dia e
(FMHDE) ik yall Jelii (o WUail duses ciliins duslyy 5 plilacal @
AEEN) Cpalaal) 23 ey pe
(UV- dsillacs IR duildae A (e diaeal) Cltinall dusa e XU @
Al Cliaall g 158) ol e LB 2a5illy VIS)

f i ) awdl)
a5
:FMHDE dagijall juzaad <
il olo Aafpall it o

[J5l) J (50 53 ham] CSoall uaat 1 g1 Alaal)

AV Ayl e @l [2:1] A Ay Wl sSAd) el jumd
(mubline Cuats $3ea0 [100 MI] A 2aial) 205 5 time Aagn A
e Jsitl 50 Ml 3 o) S5e (e [1 9] iase usSe e g clyyaill
) Chaal ¢ JolSIL 3ol 33 i Aysia 78 S dns b il
Aty i) we bl i) (38 Ak A (pihuell (e (1.6
Db Aas A el Wi Qe (alsie ) Aol 12 32 Jelél) i
- oival ) e lloasd Ciag s 2
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o
+ NoH,nH,0 EtOH/12h
’ !

[DAEN1 i (53 g iye Cubise Jiiysh ] Syl yuinns 1Al Aoyl
LS ias agm 6 st 5 el oandll (S, e [1 g 355
e s il wlaline Gy L 33¢30 [100 MI] dans dadl

Aa)) ity Joill 50 Ml 3 salal) JelS Glagd (4 S gy usSe

e iagal ) A i syl e (0.5 Ml) il Gl )
Aagt b el i 5 (Alalsie ) del 18 ad dljatlly i)
350 3 elinm gl e Jeanid cutdll S Cin i Al e
Aasie 4230 208 LleaV) Ay il 91 % 350y (1.229r)
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Q N\,
/
N
—

N

(@]

:FMHDE ddagijall ga Galaall ciltiaa £ llaY dalad) 48y hal)
Gualy 3530 (100 M) A dadl) 4605 3 e Aasan b pad
35 Ml ge daiipall (30 (0.259) GusSe ym 5 clyaill ulalins
-JSEY) G
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Y aliiall 5 el dlpaill ae dpsie 78 Al Ja A
Spmnall (pleall Gl Jllae 4] Cauai S Aladall 413
Jsti¥) e (15 mMl) (B (1:2) Addge dauy Leie dinme 40aS 4130
) Ol 28lS Jslae (4o Adas Adats JS3 e AdlY) ()5S
Aele 20-14 G mlsii sael Aagall 3 dgagal) daiyall Jslas
sl clygly JS A85a0 3ha daa 8 2l Aasll) Jdlad)
cubll e Jumnil lgiing 5l oLl 43l Slysll) o3
cdira JS S (a5 35350 O (AU Jsaadly cosllaall
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AE8Ua) )
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i AadY) il (1) ISl U (Sl shaal) cind 4ad¥) Gl 4l (40
sailall Laliaia¥) dliae ¢ L) Laadl (2)dSall 31 Ala ) 3l ¢ janl)
sxle (3405 cm™?) xie alisial diliac elas (1559 cm™) C=0 il
(3203+3290 ) cm™ xie Lalisial Jibiac selas O-H dhayl) hllicy

sle (1625 cm™) xic alsicl ilac selss NH, Llaiay (ysisile
JSEN) Jb 5o gigihan Sall JUI x5 e C=N e sanll

100
90
%7 G0F . s
mnr
y 4
0 ! | ! | 3 | !
4000 3000 2000 1000 400
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) syl G&L‘J IR aa: 3 J<ill
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:‘ém\ Jsasl) & LS Glabaial) ol cuils
§panall Aaijall Halaial) Glblac A (3)(;5') Jsasl)

1 2 3 4 5 6

3418 1676  1622cm®  1233cm™ 1153cm™ 1019
cm cm? cm?t
O-H C=N, C=N; C-0 C-0-C N-N

NH2 Llaie¥ saladl jabaiod) Julae o@a)(3)¢(2) J&YI DA e cpo
ssle (1676 cm™) ve Lalaia¥) dlac elss (3290+3203 cm™) e

de galaiel Llac 5edas C=Ny desanall ekl
(FMHDE) aagal) (< 5 Jeliill ¢igoa 35 C-O-C Jsile 1153 cm’?

UV-VIS ddlha

3.853674 , , : ,
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2.000000 -
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(i 3 (FMHDE) aagyall A yally Goandiall (35 axidV) dldas Al <yl

Al 3ha days e 5 (1om) paye @l Al Ll aeSele Jine (60

HOPN| ‘_g Toase A LaS Ay g STV oy ey ‘A! Bdle aliaidl ‘;m‘); J}g_l.'-ac
iagiyll (UV-VIS) sk (4) & Jsaall

260 nm nmo T
320 nm n-om

tg 9l (puhalitall (i) Adlidaa

& Aaiyall 'H NMR, PC NMR (550l aplalinal) o)) Lkl Jiss

a Jhaall magi cpm A (5)¢(4) JISEY) B Ancasall 5 il o585

il L (gslasl) & L)

:(PC NMR ) 135080 dalinall (gpsill bl Cila jelay Cua
(FMHDE) 4hsiyell PC-NMR Ciph asd 2 (5) ) Jsan

Cé6 C5 C4 C1 C14 c7 C10 C17
152.77 145.70 145.05 143.20 138.64 133.53 130.71 130.20
Ca Cb Cc cd C3 c2 c13

128.13 129.84 127.53 128.45 113.72 111.66 69.66
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("H-NMR ) 015555 gl 55l (il e
( FMHDE)dkiiyll 'H-NMR  Ciph asd 28 (6) a3y Jsaall

1 a.b.c.d.e.f 2 3 4 5
H-8.14 11 H(7.94- H(6.99- H-6.84 H-5.97 H-5.04
7.34) 6.96)
SHEEBYRRARLTANERRBRING 3 gn
LSRN VST i 17
SOLVENT
H5
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-
g
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:(FMHDE) 4aiqaall dagisall aladialy dxiseal) cildlaall juaad

Ol 230 pe Lgilelie @ (FMHDE) 8panall ddagisall 3y o B 2y
MCl,

(Y Jelal) 333 M =Co, Ni,Cu, Zn : cua

(FMHDE) + 2MCl, _A_» My(FMHDE)CI,

iliae 5 (FMHDE) dhaiiyall e JSI 4805080 (ailadl) (any (uld
ol ol Jsaall 3 (pse g8 LS Aaedl)

Syl lgiltiney afiyall ALl Gailadll (e (7) (85 Jsaad

S yall gy sl ) 393al)
g\moldiyall 4a)9(°c
Sy
FMHDE 304.17 Yellow 208 87 %
Ni,(FMHDE)Cl, 563.35 Red 285 90 %
Zn,(FMHDE)Cl, 576.77 Yellow 265 95 %
Cu,(FMHDE)Cl, 573.06 Red >300 89%
Co,(FMHDE)Cl, 563.83 Yellow >300 91%

(8 And) Adldae 5 e lpenll Con AasY) Adldas aladiuly il Ay )

5 Adagyall A GUBY shadd) lalaiall aal of Gai FT-IR 4. i
(C=N), Lol Slsal g daslill (alaied)  cillae o Al Lgiliins
alud Aapla 5 £ 98 Glabaia¥) @lli miagi Eua(C-0-C),(O-H),(C=N),
Al Lyl A e el g laiaad) J€511 Ll Y1 calse 5 pdlaal) ge daiial
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Sall ddatiyall Caplay 455180 AdliAa a8lg0 ad Bpanall ilddaall & Slalaicy)
LAy FSY Aalaal) A8ES 5 aBga pat] Anic
¢ 8yumnal) Claieall FT-IR Gkl L Lag
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75 L 1 L 1 1 1 L
4000 3000 2000 1000 400

Vvavenumber [cm-1]

Sl siaal IR Cagla (8) J<al

=
SN
\
5 \f

1 1 1
1200 1000

5 o8 Al dal e (1000-1200) cM™ ¢ ) s
sailal) alaiel) dpae £l (8) Ay ISl clly S diea Cigla (e Jaadls
& (3) Ay IS dhagipall Cada 33418 cm (e O-H dday)yll Lallaiay
1622 e (C=N) ;1 e IS 35l Galiaia¥) cililas U3 Lad 3431 cm™?
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Cb 31676 cm™ (e (C=N) 5 1594 cm™ Y ddag,all Cila acm’™
e ganall 325lal) alisia¥) dibae 3l 5 1637 cm™ L) ddasiyal

ilae #lyly 1127 cm? ) iyl Cah 51153 cm™ e C-O-C
Eigaa X5 lae 1212 cm™ 1233 cm™? (e C-O ddahyll 5350l [aliaiay)
Bpanall ddatipally Gaeall u el

ol

| | | | |
0

4000 3000 2000 1000 400
Wavenumber [cm-1]

ISl siadd IR Cala (9) Jsal

slall (alisia¥) dpme 73l (9) a8y JSEN JSul) Siae Cila (g Jaadls

& (3) Ay IS dagipall Cads 33418 cm e O-H dday)yl Lallaiay
e IS0 slall Galaiad) clilae &Lyl L 3435 cm™?

e (C=N) 251592 cm™ Wikl il 81622 cm™ e (C=N) 1
salsia¥) lae #1659 cm™ ) ddagyall Cisha 3 1676 cm™
1097 cm™ ) dagipll Cigla 31153 cmM™ e C-O-C de sanall 5Ll
1211 cm™ ) 1233 cm™ (e C-O dagll sailall alaiaV) dilae # L
Byl ddagyally Gasall (s a@adll Gigaa 2S3) Las
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LliaY sailall (aliaiel) duae ~L3sl(11) &) JSEN Glijll diee Cada (e S22l
3435 cm™ U (3) 4y JSal) ddasiyall Cila 3 3418 cm™ e O—H ddy))
o 9538l palaia¥) illae 7Ll L

e (C=N) 25 1610 cm™ W dkasiyl Cada 81622 cm™ ¢ (C=N) 1
salaia¥) dlae 7Ll 51660 cm™ ) ddagyall Cila 8 1676 cm™
1121 cm™ ) dagipll Cigla 31153 cmM™ e C-O-C e sanall 5Ll
1213 cm™ 11233 cm™ e C-0 dball sailall (alesia¥) dlae 73l
Byl dadally Gasall (s 283l Sigaa 2S3) Las

oabaia) clibac #U e lpeall cind dadY) Llladl Wiuhy P& (e cpd
Gile senal) o3 PUA (e 23 BUHY) o) K5 Lee Bl 5y583) Cile ganall 550
rlalyiV) oda ol engy U Jsanlly

oabiaial) Cliliac Lyl ad cuw (8) &) Jsaal)
1 2cm? 3cm?  4em?*  5cm?t 6com
cm™
O-H C=N, C=N, C-O C-0-C N-N
Uil 3418 1676 1622 1233 1153 1019

LSl siee 3431 1637 1594 1212 1127 -
J<ull aiae 3435 1639 1592 1211 1097 1021
olaill dies 3437 1639 1596 1212 1100 -
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1

:hpanall Cdleall uv-vis ddlaa
all Aagyall Cada e iy Cltinall Apmasdid) (358 AxdY) Cagsh Can 5
AU bl il
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3.853674 T T T T

3.000000 |- -

2.000000 - f \
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1.000000 |- ,fl oF % -

0.000000

-0.352148 | 1 | |

200.00 400.00 600.00 800.00 1000.00 1100.00
nm.

Gl siaal (UV-VIS) Ciska (12) Jeal

cllygsl) dBaal (UV-VIS)aid (9) a8y Jgaadl

284 mon
331 n-om
438 d-d

&85 UK Siaall UV-VIS il e (4) S aasiyall UV-VIS Cala s liay

Eﬁbu‘)ﬁhjn—)n* sMN O I * ?Aﬂ‘tﬁj‘;&:“ﬁ)sﬁbhb!dw(la
idaiiyally Ganall b)) 2S5 Lae (eall b d-d eyl
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cilaill add (UV-VIS) ke (14) J<al

el Shaal (UV-VIS)ah (11) ady Jsaal

268 mon
320 n-m
510 d-d

o8y JSa Siaall UV-VIS (il e (4)JSa1 2hadiall UV-VIS Cagda )liay

sdle Ad Hoelay T > W * 3N > T * aadll o duas SSb Aal] Jsan (14)
adasiyally Cpamall iyl S5 Laa Gzl 3 d—d Y @D

Abs.

3.853674 T p T .
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0.000000
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i3l Sinad (UV-VIS)ad (12) ad) Jsand
289 ™o T
342 n-m

A8y Ja dieall UV-VIS Cidars ((4)JSEl) dagpall UV-VIS Cagla 45jliay
Lli) X5 bae T T+ 5N > T aadll o da5 S5k Aal)] Jsaan ((15)
cAdadijally (el

i) Jan gl Aadiyal) Cada aa A3lie laiaall UV-ViS 2aiV) Cagda DA (1
Ad-d alaid flae selay JeY) dagall JIhbY) s (alaie¥) Gllbac
Johaall Coell LS JAY daa (go lgaage alidy Jasipall Cinla (8 339390 (S5
Aadiyal) g el sl 2L K5 Laa Sl ac Lo 48,0

s Al g AtLY)

ClS Cun AieS e Ll Al labeall Al Sl AU A il ekl
(32 (& iy Gulailly J<lly by oSl aine o JSI Adsall 450 <) A0
sl Je (145 ps),(29 ps) ps),(40 ps)

0.01 ) Y Capai dnilaiadl) cilaiaall 40200l 580 & oK )l e CaiSl
aoall s 3l GV Gaes e Aplie S pumndll Jaeall ixall (e(gF
il i Jslae Canmi e Ll Hla i

bl 38 Jals o<l @y apag o Jules o€ (panl oy (<58 Jaad
L@l Gl ol pa Ledalin)) 5 saall Siaall

G aasic (0.3 gr) el e d3ys 35 Sl gsiaall e @IS Jal e
dal) Copail SKall GV paes (e Jalds gy Cilia) ¢ e Aig )00 Al
st waiill Llee 2 ( 1000°C) s Aspn Aol add saapall ) Jadiy

(05 e Jranil ALaY) D) G5 ki & ey Ganall sl e dyslall Audal)
s 4Ky

P Al L by < dinae Jal e
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FMHDE +2 CoCl, Co,(FMHDE)CI, 5/Co (FMHDE)C,
304.17  2%129.83 563.83 434.00

s dgdall Al lua Jal e

Co,(FMHDE)Cl, 2 Co
563.83 2 * 58.93
0.3 Y=0.0627

5:X=(0.0627+0.3).100=20.90%

:}i

Co (FMHDE)CI, Co
434.00 58.93
0.3 Y=0.0407

5:X=(0.0407+0.3).100=14.23%

¢ dlaad) el los Jal e

CoO Co
74.9325 58.9331
0.0757 Y=0.0595

0X=(0.0595+ 0.3).100=19.85%
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Sina (o it dleal) daglly lggle Ulas Al 40l 2l 45)lae YA (e
Lssil) A )

oy el inal) Glua o Jand) 5 @lijlly Gulailly Sl claiaal dpusilly
pil) i€y oMol Aigaall iy &I dieal Saeall (gsinall lua 8 Axiall A3y L)

: 1 (13 ) dsasll b LS

Clataall el ddae 35 (13)Jsaal)

KYTN(] :\,).‘\.uaﬂ PR PR Z\A,[ﬂ\ :\A..,ﬁ.“
Ade ol z\,pg)al\ a JEB\ w\
LYV 3&-‘

[Co(FMHDE)Cl,]  563.83  0.0757 20.90% 19.85%
[Ni,(FMHDE)Cl,] 563.35  0.0752 20.20% 19.90%
[Cuy(FMHDE)Cl,]  573.06  0.0826 22.21% 22.01%

[Zn)(FMHDE)Cl,]  576.77  0.0780 22.70%  21.40%
- Alendl pe Aplail) 4@l (iU Sgay Gy g5l 3G el G W 0l
1) agxall An yisal) 8y gdiall dxpall
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cl \M /O =
Cl \N/
|

=
™~ M/C
/ \CI
OH

M=Co.Ni.Cu.Zn

Spdanall daiijell ¢ heal) Cnd 45 dmdid) (358 422Y) Cigla DA (e
yandl &5 Al gall 200 Sl ALl a0 il IS (g Lgie dnilaiaal) Cilaizally
35, [MoLX,] dleaal) Zapall Ll 3o (g5ill 4000 Cilabas dayyl 5 ddasiye o
Lalaal) A by
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