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Anew Study of preparation and characterization of new one
azo compounds and study the possibility of using in spectral
determination of Cu(ll) ion
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Abstract

The study involved the preparation and diagnosis of new Ligand is 2 - (4 - methoxy-
phenyl)azo [5,4- diphenyl imidazole ] (MPAI), one of the azo compounds. And that of the
traditional method of alazoth . The study also considered the use of this reagent to express
spectroscopy for copper ion in the binary solution of water , where it was noted that the reagent
be complicated The color orange with the ion and shows the greatest absorption at A nax= (415)
nm (pH = 8). Was found to be acomplexcopper duo Reagent with a stable of more
than (24hours) when the pH best with compliance to Beer's law in the range
of concentrations ranging between (1.2598x107 -1.2598x10™* M) . The effect of several factors ,
including the value of the absorption effect of reagent concentration , reaction time, masking
agent , sequences of addition and the effect of different parameters such as effect cations and
anions ,and the effect of ionic strength and temperature effect . the stoichiometry of complex was
investigated by ratio of the reagent - metal molar ratios, Jobs ( the constant changes ) molard
methods showed that the proportion of the metal regent is (1:2) . As has been the preparation of
complex solid was studying some of his physical characteristics such as solubility and molar
conductivity and the melting point of the complex . All compound has been characterized by
spectroscopic methods [FT.IR.,UV-Vis].(UV-Vis) absorption spectra show bathochromic shift
( compared with that of free reagent ) the results of the accuracy and precision of the method
used to estimate the value of the element copper percentile relative deviation (RSD%) ranged
between(0.534% -2.903%) while the values of the relative error( E%) between ( -7.943 % -
4.033%).
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NaNO; 0.005 0.629 Na,SO,4 0.005 0 .668
0.0005 0.604 0.0005 0.622
0.671 =507nm i (I1) pslail) dzal lall ddlial 8 aliaicl)

M@mb}cMwY\M&ﬁdﬂu)ﬁﬂYE)ﬁM\ J:‘S‘Jﬂ\@ﬁu\ é\\.@.ﬂ;d@d\ C\_ﬂlﬂ\ Py
LYl sda ‘ﬂbu“c:‘ﬁ“"} ¢ A g aall 3SI 5l Cpea Gl ) 038 D ga (MPA') ikl &= (“) L;),ula.\j\ Ol ppass
(1) Al (il Rl e (s )il 5 3 S5l sl 231 R 3 8 A5
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s pliial) Jolaall £ 55 L5210

AasDle  dkaiall dillaall (ge gl 30 06 JLal &5 (1) eladd) Siae dpaliaial b abiiall Jolaall g o5 il 4l 5l
Of ety il OMA (g g ¢ Ll g ylall Jlerinds (MPAI) <adlSH e (1) oelaidll dinad (abiaie¥) o & CaDEay)
el G (9) Jsaadl s gAY Aalaiall Jallaally 45 jlie e dpubisn  Jasy alaiall A J las

(1) =l daal JuzdY) alaiall J ol & 63 (9) Jsoa

& phiall Jsladll ¢ 4 alaiay!

1 Acetate 0.625

2 Phosphate 0.241

3 Ascorbate 0.195
0.671 =507nm ic (1) ouladl) dmal melal) dilizal Jb abiaiaV)

lede Jpaal) &8l dpalaia¥) o J8 abaiall Jslaall 2 sm s (1) puladll Sine dpaliaial ol @lld (e a2 Hllg
sadall Jlaxin) e duzaalall DAl Joaed sl GlAl uasda) o g0 geall 2nS o sacliy il padla Jleainly
ikl 35 lall Jlesialy (1) o) G sl il Gialle 483 5 dpulia e J saadl i sac il

P, EX RN (W L |
Ll ol () 31 e Al g s sl s g0¥) (ymamy Al oy (SIS e SN palail) ] aliala) o (ol o3
sda jelai Cum (10,11) ol saall & A s Al all o3 il Al all o3 O Lgdle Joas 3 Gy yadl) (g lal) b
Sirall (aliaial dad o Ulia | pili oSl e U Gulail) Sina 0p5S5 dulee JOA U Y1 (any 3 ea ) o) gl
29 Lle M asm oy 13 38 55 ciliad) () sVl Ak e Talaic)
il s e V1 o3 Gl ) 3 smy Les y 038 5 abeaia¥) 3045 o) Juli e Jaxd dun gall cilis¥) 29n5 o) -1
L allSl) e diaall (S5 e
Jal 52 LS sl oty (aliaia¥) dad las ) (5253 Laa diaall 0y o5 dglee 8 JA1N e Jand Ll Ul 501 (iany -2
A58 g 5l gf dhal) Ay ) il (8 L sy GaleaioV) e 3305 N (5355 5) ama

S A uladl) diee paliaiel) dad & ddlise 3:S) 5 A gall ALAAN U V) (48l 3l (10)d 52
(PH=8) dradall dllall 5 (2.825X10°M) S s ailsll ae (9.448X107M)

30ug 60ug
BECNPOIST g Al =y Abs a8 | E9laall dus 33 ADS a E% Uaall o
—alizalll N GPY KPP ISN
aldall gl 2 ga 5 50 0.671 - 0.671 -
Cd*™ 0.602 -10.283 0.537 -19.970
Ni* 0.688 2.534 0.736 9.687
Cr3 0.373 -44.410 0.228 -66.020
Co™ 0.872 29.960 0.704 4.918
Fe*™ 0.459 -31.595 0.434 -35.320
Zn** 0.505 -16.600 0.558 -16.840
Hg* 0.632 -5.812 0.654 -2.534
Ag™! 0.376 -43.964 0.320 -52.310
Pb*? 0.572 -14.754 0.590 -12.070
Mg*? 0.478 -28.763 0.489 27.124
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S (AU Glal) diee paliaie¥) dad e ddline 3S) i i) Alaal) il s V) Qs ddlal Ll (11) Jsas
(PH=8) dxaslall Alla 5 (2.825X107°M) S s i<l ase (9.448X10M)

Jadall (oY) 3 i 500ug 1000 pug
iladl ala) aay ADS af | E9p Unall 4 | ddlia) oy ADS ad | EQp Undll A
bl gl 2535 5 0.671 - 0.671 -

K,Cr,07 0.625 -6.855 0.517 -22.95

KCN 0.589 -9.240 0.523 -22.050

KNaC4H40¢.4H,0 0.609 -9.240 0.571 -14.903

K,CO3 0.540 -19.523 0.493 -26.530

KIO; 0.570 -15.052 0.613 -8.644

KSCN 0.457 -31.890 0.538 -19.820

K,SO, 0.070 -89.570 0.186 -72.280

KBr 0.730 8.793 0.656 -2.235

aall Jalge ili-12

4 yra (pe 2 S (1) elail) dina dpaliaial 8 L jlial a3l gV (any ae Jalaill dlee J seand Aas
oo Jeliill b oSl o gy (udliil) 505 48 yral Cama al s A0l A0 &5 138 sy g ¢ ) 13a 41 3) 48
lgale Jeaniundll ) a5 (12) Jsaall s ¢ Lgoma g Adalaiall s 53!

caall dalse il (12) s

MasKing agent Conc.Of Masking agent Abs of Cu**
Without MasKing agent 0.671
Thiourea 0.1M 0.573
Potassium Nitrate 0.1M 0.348
Ascorbic acid 0.1M 0.215
EDTA 0.1M 0.018
Citric acid 0.1M 0.079
KCI 0.1M 0.725
Na,HPO, 0.1M 0.150
Formaldehyde 0.1M 0.815

(1) i) &Y Lgamas sy s Jal g2 Lgllantin) (K038 48l el e JalaS bl Sy (KC) o) ) Jas 3

ddaal) dadi g g8 (i -13
OsSiall Sinall Lin 3l g 55 4 yaal (Aimain 320 ) £ 5 Al LAY (s padla) £ 5 dun s A W) Yol Aladid

O52¥) Jabaad) Jlextind 2235 Ji (aliaia¥) ad a0 (13) ds2a

Soadll J8 Jalaia¥l o | s pabaiad) a8 | OB pabaied) a8 | 2m gabaicd) 8
Jaleall Dl Jalaall Ol Jalsall Jlexicd Jaleall Jlaniad
i sall i) i sal s Qb)Y QL) Y

Cu* 0.671 0.650 0.670 0.623

g&mdﬁg&.ﬁd&\‘g(ll)wl&mgﬁw\w_l4

Oe (0.177gm) (0..5mmoL) 38k elldy (1:2) A 0¥ go RSN Jelii o (I1) ouladl) Saa jumad o

e @b lall slall e (10ML) & (11) ol 05 Ga (0.0604gm)(0.25MMOL) ae iV b wcliall o<l
520l ainaall ol jadll aa (PH=8) (luadll ducadall Al xie daalal) A1l
) Alall ol Gilda (e SHH o3 Caall Gilia day a5l sela Jan 518 jall 5 ja &0

s delu (72) il Jgladl)

- e e

& 3 4ada30
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Bral) jlguall da 3 (pi -15

230-) Omle 3l dAaj) die yeuah daaall () 2 g 4l Jﬁuﬁ:\.ﬂ\cns.lhﬂ\ okl AAQ.AJL@_-AA\%JJU:?J?S
aall g BBl g jleaiV) A )y 4l (B SO () (108-111°C) o sl Gl jleail da jo a8 Lein (233°C
Aaa Cala (p S5 e AV
clall d8eal) Al g3 -16

o ga Al pall ada il elal) ) Adlial Apladll jee g ddadll Sludall (e 220 3 Gliall diaall gl o) ALE & il

(14) Jsaall b
Adliae Gl (8 Guladl) ddea 393k 03 a9 (14) s>

Solvent Complex of Cu*
CC|4 -
CHC|3 +
Ether +
Hexane -
CH3OH +
C,HsOH +
H,O -
DMSO +
DMF +

(+)u4\d ¢ (_);\.\\JJ&:‘ ) Sl C_};.&

sl Angn L) LS ¢ Aladll AL 5 Al e &y guinall bl (a 230 6 dbmall (53 BllE (14) Jpandl il o
el b

: alal) Snall Al gi) ubd-17

el g lall a5 28 jall 3 ) ja As o die (5) Adlual) 58l (8 juasdll iliall dbaall Lo gil) Alua gl (il 5 s
S (e (0.007715gm) &3 Ga <lld s SN Cude (3 (1X10°M) S5 il e S Jlan pmat JIS (e
Ol Ley(24.0ps/em) e sill siaal) Llua i ulS 5 Jglaall Lo il Adia il (uld w5 JEY) e (10ML) & oilail
HheS Jae il a1 50 IS e (PlseSl L Jea e A5 S Jslad) LA Gl (& Alia )
Qs e diaall GI(16) Jsaall (e geaaly Las

20 dalis s e i g IV e Adline g1 53 (X103 M) S8l e &y 5 sall Al 56 Adua il o (16) Jsas

Solvent Non-Electrolyte Electrolyte type

1:1 1:2 1:3 1:4

Water 0.0 120 240 360 480

Ethanol 0-20 35-45 70-90 120 160

Nitromethane 0-20 75-95 150-180 | 220-260 | 290-330

Methyl cyanide 0-30 120-160 | 220-300 | 340-420 500

DMF 0-30 65-90 130-170 | 200-240 300
DMSO 0-20 30-40 70-80 | - | -
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+ CroSial) diaall 7 yihal) 21 AN JS -18
flea il e ) LS (13) J sl (b (oame LaS 5 Alalio A Jany dinall () (65 bl i 55 (o Al 30 DA (00
 Siaall il el S Al (8) IS e g ¢ dbaall ) JS ) ) 5 130 () A Sl i () (i e 53

hp

hp

OCH,

OCH,

ph
Sirall 7 el el il sl a5y (8) JS

ALY g dinall o) paad) ciad dadY) bkl 19

il psalaall (o dailill GaliaieV) aa (apdidi 8 dagall @kl (e o jeall cind 2239 ddlhe dul 50 23
Cagda 8 Ll a5 LelS 5 aliata) o e B 8 DAY ) L A5 <l V) we DDA (e Buliill S5y () Jaingy 0
O o Bl Y Ggas 3as e ) phige e all ol Cada 3 Leadl gay 45 i e ol Ua gl chlan 5 sad Chlaiaall
) L Bl 8 daslall Al (5 )

onle Cang) i line b (1) Geladl) (sl o dinay (5 sumall GRS (o JSI gl jeall cand dady) Gkl culals
Cada e diad) Cida 3 Jagale yai L ey ¢ il e (10) 5 (9) JSEY) b zmam 50 WS 5 (4000-200cm ™)
Ao all CallKll 85asm 50 (S5 Al Baa o e ) seda clld Caila I Ll ga 5 Lgiadi 5 o 3ol o2 JSG Apali (e el i
(3400-3470cm™)Jl xie duay e A da a5y IR Cida ey | Al all 28 3 50 5 o091 5 CallSI) o il & gaa
dS Galhal b ek ) U 5lame) dilad sueY) de senal p(N-H)b_padWikllaia¥) culaa il 3 gad da3all o328
D yiaa g CailSMie

sa¥) dae 33l ) ased (3063cm ™) ol die a8 sl ddaw gie (abiaiel G s CallSl Cada jelal Gl
ian allSl Gk ekl LS | (12958-2840cm™) 22l die Zslil¥hy(C-H) oabuaial 4y s dile s ¥I)(C-H)
Bl LS s plasel dlal p(C=N),0(C=C) 5] Jae 51381 (M 3525 (1599-15000m )3l sie 512l Aaws i
Ol Laa g 28y H(N=N )i pmeal) 55V e gene cilan 5 12525 (1460cm™) 22, aie 5250 Alass sie e ja CadlSl) Cala
LSyl ey (1444cm™) 201l vie & jeda (1) oebadll dira 8 ) oSaall sdnall Un ) 20 i g Aal ) 3lad A Jall 028
e seaall o2 (50 gaaY all 5 S = g0 3l JA e (M-N) 3ol (55855 (53l 0 V) pe Gl Aplee 8
o(M-NYabUsie¥) sl Jie (497-403em™) 5 (576-5360M™) Ost 55 5mne dinall ke (b o 3a & el
L8 5 3 al (g (0 Y) e (N,O) sl 31 (s Al sl Y1 (0555 Baiis 4 5 Vil e y(M-0)
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Sirall (3 55y A dagal) Caghall (3halia (iary a3 (17) Jisia

LS yall v(N-H)

v(C=N)

v(N=N)

v(C-H)

<) 3414cm™t

(MPAI)

1593cm™

1460cm™

(2958-4.4Y!

3063cm’
Lol Asila 5 yy1?

2840cm™)

Cu™ aixdl | 3469cm™

1599cm™

1444cm™*

3064cm’
Lol Asila 5 yy1?
(2957-451adY)

2837cm™)

s da yilall 48 jall 4349 38 o0

Dyl s eladll 3 il Al Abiaiall Ayl 3835 (RSD) ol il aiVl Aliaiall a3 55 Gl o o
Al e 5,153 A aleaia¥) il 53 JA (e gl

O G Jsaall A i) cuadly € 55 IS o) 8 Aay ) Jaeas5 (3.1496x107,6.299x107°,1.259x10™)M
O Jana 5 480 9 4088 o3 ) A yial) A5y Hlal) ) AL e

Aa yiall A4 plall oy 483 5 2088 98 i) (aw (18 ) Jsaal)

Conc.of Conc.of RSD% Recovery% Err%
Cu(I)present [M] Cu(IDfound [M]
3.149x107 3.022x107 2.853 95.967% -4.033%
6.299x107 5.843x10” 2.903 92.761% -7.239%
1.259x10™ 1.153x10™ 0.534 92.060% -7.943%
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(AN Gulail) ¢ g a3 ‘_,3 dadulal) 48y jal) Al ls

PPt | I RENG VRS P I DXCER-NON{ W1V PV [ W NN A LY (Detecﬂon Limit) —aisSll o juad eq;_u\
ol (5 Apdlall 48 Hhall o3gn Aased Sy 38 i (Sl O Gl s ) G A3 k) s3gn 58 5 () paaT S (g
O (8 daalis ddle dpulia 3 deadtiadl 45y Hhall ) () el e 18 5 (0.642g) Jalale g‘(2.022X10_6M) il
(A sl g o

paliall éﬁéﬁ‘ Jadasl)
(19) Jsaall (8 Gase LaS ¢ Gan g 50l 5 (a5 el

(MPAI) sasall (lall CallSl (C.H.N) _waliall Gl Jilall il (19) Jsas

Compound C% H% N%

MPAI (L)

GoRl | L GBI | el | Rl | L
78.10% | 76.88% 5.32% 4.64% | 16.56% | 15.75%

el s S Cpity oDle ] Jsaadl (8 da jaall s ks 4y el 2l o Llee Lgde Jgaanl) &5 il 4l &5 i e
- cabial) oISl oy oS5 daum 3K Lae Lagin ) o L&)
Gilddatl)
L&l &gl o zlad A puladl) Cgal s

sl A ol Julssl) ua\)cy CALA.\S\ panil ¢ Aalisll dt.u\j\ d‘)}\ CJ\.A.\ ‘; (||) el U}’\ aasi a
Flame atomic absorption spectrophotometer ) (el s 3! (abiaia¥) 2458 Jlaainly g 5 ) shall Lidall 48, Hlll
gl (8 V) il ¢ pug/mlec o pde )5Sl (M Lle Jsanll &5 A @il (20) Jsasdl Gans ¢ (FAAS)
) 2 jliary Jsaal) 85 S bl Lo Jpemall wi ¢ (MPAT) ol Jlentins il 38 48 ) Jlesioly Lo
O ledle J gl &5 Al il 4 e Ll a5 (Spectrophotometer method) sdall 3 lalls Leale J geanl) 23 )
- elll (g3 aleaia¥) 35k

Sl A gendy oSl ddlise Filai Sl V) i 8 Ledleaind (Says baa ilua 3 Ll a3
Al el s ) e

&m&auws'a,suéw\ Lgb,id‘csw‘";(u)wu\ sl 5 (20) Jsaa

2,1l 5l ) o) AneS

4038 3 08l o) V) AeS

bea.'ﬂ\ ug/mL dnaulal) ug/mL@@ﬂ\ Lﬁ)m uabaial)
Sy ol G 4.63 4.22
255l padl gld 3.57 3.31

Slaliiiuy)
e i o (S Ll o s 5 ) ) (e

A Caila (1) oeladl) ¥ andall i) 8 (MPAL) sl asdll Jsdlased 5330 GaslSll alasind (VLG -1
AN S Y e s A Ao sana

S (5205 Al sl ANl g CREISH € 5 (po Ll g Al s dmy Ay g g s Ay Sl st A0Sl -2
. b‘)\‘)aj\h‘)djg.m‘)s\ aJA]\JaALaAy\ Clad gy D yaY u‘g.\m&‘gw\

Jie Aloaniua) il JMA Ga 4l Jem sill 25 La 138 5 ¢ Gun Jania g 48 Cld 5 Andoon 5 Algas Anial) il 45,50l o) -3
,@JM\M\@@\Q\FY\JMB‘LﬁJY)A\UALAAY\&m}‘ gty culf g ¢ clkatll Aa -

(1:2) (o (1) pladl) sinall 438085 () W jeda () gSiall Small 45 58IS5 (el Badinall (33l yhall JMA (40 -4

() il dime Galiaial o (& 5555 Aadlud) G Y1 5 s sall Sl ¥ (e Adpma 3S) s -5

Ll G315l (e ilas L saad siall Galaill (e ALl LRSI 05 8 CadlS Jlanind) 45800 -6

160



2014 / (als /AU daad) - de (JGD alaal) — dralad) ¢35 S daaly Aaa

Jéw\

1- N.G.G.Tan, , Ph. D. Thesis, Wageningen university , (2001).
2- H.Zollinger,Color chemistry ;synthesis,properties and Application of organic Dyes and
Pigments, VCH ,(1991).

3- R.V.Hoffman,"Organic chemistryanintermediate text",2nd ed Sons ,

Inc.America,P.315,(2004).

4-C.K.Desai and K.R.Desai , Arabian Journal ofscience and Engineering of India , vol.29 , 1A

,(2004).

5- S.Bondock , A.Gaber and A.Tudda ,ARKIVOC , 113-156, (2006).

6- A.Eriksson, Ph.D.Thesis, Uppsaia university, (2001).

7- A.Corbu and C.Enache , ARKIVOC , 121-129,(2006).

8- C.Parkanyi and D.Schmidt , J.Hetro.Chem. ,37 , (2002).

9- Z. Rappoport ,"The chemistry of Anilines part1",publication wiley

, st edition , P.747,(2007).

10-A. K. Sen-Gupta and H. K. Misra, "Antibacterial and antifungal activities of some
newthiosemicarbazides and 1,2,4-triazole derivatives”,BokinBoba ,8,107,93,6338, Chem.
Abstr., (1980).

11- H. Wada, O. Nakazwa and G. Nakagawa, Talanta,21,97, (1974)

12-E. Hofer and Wong. WtEur, J., Inorg. Chem.,12,3163,(2001).

13-B. K. Reddy, J. R. Kumar, K. J. Reddy, L. S. Sarma and A. V.Reddy.,J.Analytical
Sci.,19,423,(2003).

14-A.S.Hussein,M.Sc.Thesis,University of Kufa (2003).

15-B.Kirkan and R.Gup, Turk-J.Chem.,32,9-7(2008).

16-S.Patal,"The Chemistry of Hydeeazo, Azo and Azoxy Group ", John Wiley, and Sons, London ,
Newyork, P.1,(1975).

17- Green wood.N.N and Kershaw " Chemistry of the Elements"2"Editions, Butter-Wohs, London ,
pp.944-946,(1998).

18- A. R.K.M.Sc.Thesis. Universitry of Baghdad(2003).

19- R.S.A.Thesis. M.Sc.Universitry of Baghdad (2003).

20-A.H.H.Thesis.M.Sc.Universtry of Baghdad(2001).

21- H.A.F. Salman , J.D and Matty, F.S.; IBN AL-Haitham J.for pure and apple. SCI 159(4A),85-
100,(2002).

22- Zygmunt marczenko "Separation and Spectrophotometric determination of elements" (1986).

23- Al- Haideri, A.M.et al, Iraq J.of Chemistry (2)26(2000).

24- H. A.F, National Journal of Chemistry 27,(2007)377-391.

25- H.A.F.Monir, A.A and Baker, A.J Journal of KerbalaUniverstry

V(5)N(2) pp 164-171,(2007).

26-N. Galesic and M.Siroki ; ActaCryst , 35,1931(1979).

27-F.KariPcin and E.Kabalcilar ; Acta. Chem . Slow., 54,242,(2007).

28-Z. M .Zaki; Spectro . Chem ., Acta., 56, 1917,(2000).

161



