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Abs Absorbance
Amax Maximum wavelength
T Time
S Sandell sensitivity
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R Correlation coefficient
£ Molar absorption coefficient
S.D Standard deviation
%R.S.D Relative standard deviation
%Re Recovery
%Erel. Relative error
L.O.D Limit of Detection
L.0.Q Limit of Quantification
L:M Ligand: Metal
UV-Visib. Ultraviolet — Visible spectroscopy
M-N Association metal — nitrogen
FT-IR Infrared spectroscopy
'H-MNR Proton nuclear magnetic resonance spectroscopy
B.M Bohr magneton
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Kst Stability constant
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Spectrophotometric Determination in Chemistry sbasll & Al a8l 2 1
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DAY 3 jeaiell anSY) Alls Dpeal (o 138 5 AU aaal) N s

4 pme Cadl 6S aladiuly g 4 Gl Y1 e ) sl deadiuall (831 )kl (e dall Slilia
solid phase lall skl adaiul 48 hy dlewd) o e (A (1) Gl e &8 3 ddliss
2y (012 -165) pg/ L onzs 8 585 (e e e Jsasll &35 extraction method
DRI A ylay el g alakall g el (e ilai (& L o s iy @) 0,018 pg / L = <aisl
mercury- 8 (S8 Qlie JelaS quinalizarin plaaiu) Je 45 jlall o3 adiad 3 Jile - Bl
1.0—cm o) S AN (e s padill Zanlia 48kl ) oy =570 NM s pH=7 2= quinalizarin
« 19180 = (%R.S.D) sl ol il ai¥l5 0.3 pg/ L = i€l aa (S 5 (1 100) pg /L
(HL1) allsh ddassl 5 (1) yasdl a5 &3

1-[2-(2-hydroxybenzylideneamino)ethyl]pyrrolidine-2,5-dione.

alS a5 (0.9-1.5)ug/mL S e gy 525nm el Jehll xie 101 Ay
43 555 ay el (5 A Galiaial) Ay ylay el (ge e 8 Lol o i &35 17 0.07pg/mL (s sk
58 dadl) ol (5 pH=4 xieN,N-Dimethlybenzylamide (DMBA) il as Jiza

18) 8.6pg / L il aa 0S5 2,610 / L s sbay S anys (11- 75pg / L )ow sl

(BIADPI) i\l aladiuly Zogulall 48 yhally (1) a5 SNy masdl g
(2-E-(1H-Benzo(D)Imidazol-2-Y1)Diazenyl)-5-((E)-Benzylideneimino) phenol

(1-21)pug / mLow 158 S e s 25 S0 586 Nms 2221 536 nm o2 sell J shall xie
waall 5 )Y gall pabaial) Jalaa g ¢ M5l e o SH g noall (1-14)pg / mL

ai€ a5 7.768x10° L.mol™.om™ st a5 S0 4l 59.3575%10° L.mol*.cm™
e e (8 (V1) s Sl a5 Lol s @95 SU0.275 pg / mLs 210,14 pug / mL s sb
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O sl ala 4l e ) Le aey i g 5S Sl o 5 alladl 3 e e Y aliad


https://ar.wikipedia.org/wiki/%D9%81%D9%84%D8%B2
https://ar.wikipedia.org/wiki/%D9%81%D9%84%D8%B2

) Galaall e SN 2 g5 e a1 ey ulasdln) g s galll gl i el b 4SlalA aa
¢ AaliY A I Galaad) an) e 223 20l 5 Aty S ol G V) S jaaie e g 5 8 (g gia
2o Gl jlay s andll AL L 0 5S35 Al 6 saealS) g JSall il ey Gl 8 Lay by Ul (8 Jariian
ey ¢ iniall aa€ ol AUE - (S0 e (2 550S0) alladl Cadadl) 8 duala Al eI UadY) 8 ISl
Apianall O Lanll aiaat 8 g il o MUaS Slilull 85 58S cilaladind 4l Gl g JSEI 4 gliay (el
el Jany & gamall S pall ds ol Al 85 ¢ Aplall 5 40 jiall <l 51 (e 2paall 5 el inall g
deliva (8 Jaay ¢ (s s O 5S wlill s s a8 e Alleaind (Sans suaih o) 0sn Catalyst elus
Cclidaiall 8 Lagd aal 3 LS el il g Y a3l

Gr LS 45l (o s vy 4 (e el (i yeaill g (gl ol Al A 1) (el (e a2y
e (5553 Al a1 5 S sanall mellanian] i Lay SV o Lol Aalle lat Casm Faudaal
- Jsal

Oad¥) elalall Jan el jelaall g ool JSEN 8 IS 5 Gulatl) o 5l alitl)
O G jally elas AS ol 3 JLVG Nickel o) 3 Kupfer Nickel (sass il e aul 44le ¢ sillay

Ay plall ¢ Aty 5l Ayl Lgia JSll a5 (8 Aaaitundl) il 3315l (pe 2pan) Sllia g

Aangl) Ay 3 A yha ¢ (DAY Ay pla ¢ 5 5 g KU ol Ay ¢ 45 uall 38yl ¢ 4y ) 2

G il (1) Sl pads 8 351kl o3 (ans (2-1) dsaall g, O e 5 Audulall 44y Ll
Ay semall Cadl I


https://ar.wikipedia.org/wiki/%D8%A5%D9%83%D8%B2%D9%8A%D9%85%D8%A7
https://ar.wikipedia.org/wiki/%D8%A5%D9%83%D8%B2%D9%8A%D9%85%D8%A7

4 puanl) (i) g8 oy aladiiadly (1) JSail) S (341 s (2-1) Jssa

Seq Method Reagent Summery Ref.
pH= 6 2ic (1) JSal) o o3
Ol (S dma i 102 A
Spectrophotometric 2-[(3-ACETEL o 53mt T Y -y 054 gy
1 et d:)phheenncl)ail:noi]dad:zsole f‘ﬂ‘ . 93
( 6.814x10™- 4.088x10™ ) M
(3-APAl) (3.99-33.94)ug / mL
daiys pH= 9 i (11)JSall i 3
S g2 o) aa 55112
Spectrophotometric | - Hydroxyphenyl) -2)) (0.5-5.28) pg/ mL
5 Method imino) indolin- 2- one Amax = 575 nm 94
€=1.43x10" L. mol™*.cm™
S =0.03800 pg/cm?
G G i A (1) S L 3
o max = 514 nm e
3 | Spectrophotometric Antlp)zlrl%_ll aZ.O o y((ﬁéjz)%f L:;ri‘ sl 95
Method naphthalendiol s o
,€=2x10"L.mol™.cm
RSD% =0.63
e ilad A (1) S8l i
O 2 55 (Sl IS) A sl suad) Cilial)
4 | Spectrophotometric 2-hydroxy-5- O Lo gl SSLA 2
Method iodothiophenol (4.5- 6.8)ug/mLe 95
and Diphenyl Amax= 480 nm
guanidine €=2.46 x10*L.mol™*.cm™

$=2.23 x10°° pg/cm?




I ETRNETICN (1) W-EE:
oot san il aladinly alall

Flow injection Cetrimonium A max = 561nm e awsaS 97
method Bromide as R.S.D % =2.55
Sensitizer 91-101 % 32w dausi g
sbaall (e et (& (1) JSal) jpass &5
2 55 Gl g ol g puadll g il
Spectrophotometric 2-aminoaceto SN s
Method phenone (0.26 —6.61) pg/mL o3
isonicotinoylhydra pH =7, Amax= 470 nm
zone €=1.05 x10"L . mol™.cm™
S=0.56 x102 pg/cm?
1:2 4essy (1) JSal) s o
. e Amax=207nm , pH=8 e
Spectrophotometric 2-(4-Methoxy e e Yy o5l i g
Method phenyl)azo)-4,5- (0.16-1.6 ) pg/mL 99
diphenyl imidazole R.5.D% =0.535-2.903
pheny D.L=0.0299 pg / mL s
MPAI
( ) €= 0.7214x10*L.mol™*.cm™
A sall e zalad A (1) JSal) s &5
Spectrophotometric (22,2'2)-2,2- PH=8 e &l 5) padlly 4xildal)
((4S,5R)-4,5,6- e s
Method trinydroxyhexane- gl 2l 100
1,2- G Y — m Oy
diylidene)bis(Nphenylhy (0.32-8.12) pg/mL
drazinec 3 )
arbothioamide) 5=0.0084 pg/em
gy e g dlad (A (1) Sl pass 5
N, N’-bis(4- Anwe = 396 nm e 21
S h . h licvlid €=0.654x 10"L.mol".cm’
pectrophotometric methoxysalicylide Copsa - o (5B g A5 1 3l
Method ne) (0.25-1.5) pg/mL, 101
ethylenediamine Re% =97,
RSD% = 3.8

L.0.D =0.24 pg/mL
L.0.Q=10.28 ug/mL




TVl S i (1) ISl %

Spectrophotometric 1-(2- O padio 112 Aaudy s pH=8 e
Method Thiazolylazo)-2- DS e s die Y — e | 102
10 naphthol. (5x10°-8x10%) M
(2.93- 46.95)ug / mL
Spectrophotometric 2-[(4-Bromo die 1:2 Aty (1) Sl s o3
11 Method phenyl)azo]-4,5- nm, pH=9 4uaalsll Al 103
diphenyl imidazole Amax=503nm
(P- BrPAI) Kst.=2.06x10**
o Aiinn Al (1) JSaal) s o3
il S (b 2Rl olaall (g 3l
12 | Atomic Absorption 2-(5-bromo-2- G O a5 A pabaial) (e
Method pyridylazo)-5- (0.1-5.5) ng/mL xS _al 104
dimethylaminoani L.O.D = 0.0311ng/mL
line R.S.D% =2.1
Lol e zdlad (A (1) JSall o o
Sl asally pH=7 s sl a3
Spectrophotometric Nanocellulose R o
13 Method with 2- (5.00-500) ug / mL 105
aminopyrimidine LOD=233 pg/mL
L.0.Q =7.76 pg/mL
33--(12- 1:1 Ay (1) Sl i 5
azomeR[Eie:ril)l-e E?sl[)l(815 di & Amax =3870M
14 | Spectrophotometric methyl-4-(4-nitro S Y - o8 Gldai il a5l s | 106

Method

Benzylidene)amino-2-
phenyl pyrazol]

(1x103-1x10°) M
(0.058-85.69)ug / mL




e gdsai (1) JSall i o
Mmax = 516nNMie 12 dpsiy g A<l
G Y — w058 gl s pH=9

yl)benzenesulfonamide

1-((4-(1-(2- N
15 | spectrophotometric hydroxyphenylimino)eth o= 1;1)4),15}3 7“93“& 107
pectrop yl)phenyl)diazenyl)napht (1.1-7.1) pg/ mL
Method halene-2-ol € =0.2648x10*L.mol™.cm™
(HPEDN) $=0.0221ug / cm?
L.0.D =0.3928 pg / mL
L.0.Q=1.3082 pg/ mL
1o Al e (1) ISl it 5
die il (e 73 gad A
@R U\ J.Ajj pH:7, ?\.max:486nm
Spectrophotometric 4-((imidazole-2- — o 08 g sl Al )
. - & ey
16 Method yl)diazenyl)-N- (0.4-3.6) ugi mL 1)9‘“ L 108
o €=0.5512x10"L.mol".cm’
(pyrimidin-2- R.S.D% =0.3922

Ere|.% :'1.3, Re %:987
$S=0.0106 pg/ cm?

Spectrophotometric | nicotinohydroxamic acid
17 Method

A Jsb i (11) Kl i 3
daa & pH=9, Amax=530nm
— o008 g sty pada il
O ) i 3815 e g Y | 109
(0.43 - 8.56)ug / mL
€=1.37x 10" L. mol™*.cm™

R.S.D%=0.11

Chemistry of Copper

oeladll plias 2111

3323 G e Gabaall A5 Ghad) J e Ledlanial a3 ) Galaall Jsf (e ay sena S Sl ga
63.546gm / oM 455529 oM ere ¢« Cyprus il sl (e (Fliia dal g 23aad) 2ay 323041
(1), (1), (1) s 5 33usS) Vs Dl ail) by o Ar] 153d%4S% 255N casi il élbiay s mol
Ol Lapae Lgalana 5 punlalizg Lo Lgzzes CUCN s CU,0 Jie % Dl cld (1) 521 dllad
CU(OH)usaill 2 5 50 Lle B (e g draal SV 2 30 Cadladl culd 45U 3ausY1 Alla
MO g JAYI o 453 Ldail) 3auST (81 CUCT,.2H,0 ol a5




CUFeS, )usbaill cagl 5l aslala sl (a5 ¢ Ol s IS 51 2 ol g 2y 5€ I8 Galail) s

( Chalcocite) Cu,S usbadll aghy yS 5 ¢ Galadll Sl 53 G % 50 4was IS5y 53 (Chalcopyrite
(L2 Cy,CO4(OH ), Malachite  <ulaYlll s (CuO,) Cupritecyl s 5:S))

O ol 22 5 (gl (e ja 68 Jalas L gl daia j¥1 3,880 (40 (0.0068 % ) dwns il IS5
o () Amnalall Ca gyl die aa g G Al IS 8 R gl gl lleall Cilidal g juiall yealial)
O padl s geall 5 28l 5 alandl gl (8 58 55 (uladll e (1 80 — 100) MQee s sdian Glwsy)
eI AR) 8 4al Car ¢ Laa s al 330e0.9 (& slaua¥) il (alail) vie Gulail) ellginY Sl gl
)l g ) aall iy S i Ul Al Lgie duia el ) plaial) (amy J saas

sl Gl Ala B3 B dlle 1L o3 ga s (e pe )l o sl (sl aasy a8
dashia A Ay HN s Gl uasll Sleall cuay 3l (a3 a5, Wilson disease ¢sds s
i g 4adle axe Al g glaall g 2kl 8 el s 508 55 ala 3 Geladl) gl e 5 skl
a8 0 3 i paledi) e uladl) e s (AT dea G ¢ 8L L o) jeall aall ey S
aall 3508 e sy S5l ) s Menke’s disease osSise (ia sy <iyay 1 AT L 5 5 Lia 5
IS (el aliaial ¢ gashiion Y (el 138 e @ silay 03 palasY) G 3 sl pabiaial e
£13 (re Db g oI il Jlgua¥le liad) ¢ o AU ) sa5y a8 4il Guladll 380 550l ) Ll rama
18 o815 () (550 B i by sam g pabadll (e B S AaS J 4l alie 5 ¢ la ol (il el 5 (5 Sl
(4119 Jaundice Gl ¢san s (5 seall S Glld (e i aall ) 5 jady 52l 3 jeaial)

Gk e ol e liall cilalaal sy Gl o (ulailly Glu¥) aandl i )l jaladll (e
20 sl lalaay 45 glall slually ied 30 el J 5l ol el Zp2e ) s

Jasill (Ao ailis (83 a3l Ladll by g8 5 ) g (8 pdall 45llE sy dal 5 O Lexial 4l

il I e g all g 256l delia Lgie cileliall o aall 85 1S Jerin 3) ¢ Al 5685 (5 ) all
delida &4l shoal Jeriad g a5l g cpaal) lile 2Ll 8 Qs SUAS @l 3l 5 dcadll g Cadl) as
LY delia Ay isase SN 5 jgal 5 de sulaall il gall g 4 ganall (il gl delioa 8 Jany 5 ¢ gl
Cplldinia Clavus Lo oS Glalall alaialy Guladll (e de giaall 4 500 Glapaldl cidaa 5 ¢ 454 eS|



Adlall Aalia¥) o 4GSl 418 (o Dliabidage ASailSn 5 Al 568 5 Ay pailaad (e 4 Jliad Ll
Cilalzane a3 Ay il sl Clasa ¢ Elan¥ (e Baad) il g Aundall G g plall Caat day yu Lidle i
Leia (1) el 585 8 Aaciall (331 dall (e aael) clllia 5 718) 3, jlaal) 5 3, o€l Sl Calisd]
Ayl (Al e 5 ge g 81 el A8, o A all A8y Hhall Ay ) jadl A8y Hall ¢ Al jeSI) Ay k)
G2kl Gazs (3-1) Jsaall s La e g daidall 4.8, Hlall 5 delll 4,000 45y jla (adlad LY

A gaaal) Cadl &I mmy Jlaniasly (1]) el 5305 8 Ladiiiudl)

4 guanl) () oSN gy alAALL (1) uladl) oS (31 (3-1) g

Seq Method Reagent Summery Ref.
Sliluadl (g z3lad L (1]) eladll s
daa ol sl Cliall 5 45 501
Spectrophotometric dinitro aminophenyl)- A i =6A5NM-tie
4.,4,6-trimethyl-1,4- o et
1 Method _ ' _ y aall e ¥ ol etas |0 g
dihydropyrimidine-2- (20-70) pg/ml
thiol S=0.072 p,Lg/cm2
£=0.87x10°L.mol *.cm™
o zilai (1) peladll s o3
1-(2 Gl yaniiall g daxda) 5 calilal)
Metoxi ;l(en- lamin) Amax = 605nMm e &l
Spectrophotometric p_3_ y OB g sl (Al 2 gasll s pH=7
2 i i e Y o 120
Method Metoksipropanthiol (1.4-16) pg/ml
) €= 4.32x10* L.mol™*.cm™
$=0.00148 pg/cm?
Ae ey A (1) peladl)l s o3
N”,N"-bis[(E)-(4- Gy - w3 g max=375nm
Spectrophotometric fluorophenyl) (2-14) pg/ml on z 5%
3 Method methylidene]thioca €= 0.x10°L.molt.cm™ 121
rbonohydrazide $=0.0014 pg/cm?
RSD% =0.13




Spectrophotometric

acetylpyridine
thiosemicarbazone (2-
APT) and 3-

e e 3 (1) Al o
&juuj\njjlﬂ\jkl}\}}aﬂ\}:&.\)ﬂ‘

Ge V- w058

Method acetylpyridine (0.16-1.3) ug/ml 122
thiosemicarbazone (3- €=2.14 x10°L.moltcm
APT $=0.009 pg/cm?,S.D=0.053
i) o g olaall (8 (1) (il a5 o3
die daeliall culalall
Spectrophotometric | p-dimethyl amino benzyl pH=5, X max =480 nm
Method ethylene diamine G - 08 g lad o saall
(1.00-9.00) pg/ml 123
€=2.3x10" L.mol*.cm *
$=0.002428 pg/cm®
slia (e zlai b ([]) pulall 0 o
Amax=608nm e (aall o uall
Spectrophotometric Brilliant e Gje Ve L Ol pady
Method cresyl blue (BCB) by (0.1-5.00 Yug/mL s 124
ascorbic acid L.0.Q=3.94 pg/ml
Erel% =3.2 , SD.=0.45
44 Hla Jlaaials (1) paladl) s o
S RIS aladiuly SLall aall
Flow Ejection N,N-O-phenylenebis( l }.Mma,x N 420nm%fé;. .| 125
3-methoxysali ¢ muﬂ o Ol ety
Method cylideneimine) .)gdsa PRRLINEN (3.8-.5.7) ug/ml
(H2IF) Aol ciliell z3la A sl
olall cilie 4
e 255 G (1) AT 5
Ethyl Cyano(2-Methyl A max = 512 nm e 5ol (3
Spectrophotometric | Carboxylate Phenyl Azo | e Y yu o sild g sai Al 2 gaall
126

Method

Acetate) (ECA)

(5.00-50 ) pg/ml
€= 43.1773%x10° L.mo1".cm™
S=0.0002 pg/cm?




Spectrophotometric

8- Hydroxyquinoline

sLuall CJLM ‘55 (”) bl pass a
31 Jdaey) Jslaa pe daitill Fualad)

S5 8 il a1 i) o
At ClSE (1) palsall S gl

9 Method Re% =85 4alxiny) 1217
(sl @y 3 plaall i OIS
(0.02-1.8) pg/ mL
e bl g (1) ol o 3
-4)-4 s2au¥) 50 45 ) sl g calalal
Spectrophotometric | chlorobenzylideneimino) pH=4.2 e 4l Gl
10 Method -3-methyl-5-mercapto-1, Amax=414nm, 128
2, 4-triazole G GomeY — L sl g g
&= 0.338x10"L.mol™".cm ™
e ddaa S (1) puladl) pass &5
g stas pH=9 5 Anax=500nm
11 2)-1)-4))-1 DS e el G Y - mosiE | 129
Spectrophotometric | hydroxyphenylimino)eth (1.7-5.4) pg / mL o S ) 5
Method y'?};pphhetﬂgmzzze_g}") $=0.0039 pg/cm?
(HPEDN) €=0.5038 x10* L. mol™.cm™
O gl b (1) ool s 5
A max=445nmaic ¢l 5 aladall
12 | Spectrophotometric Hydroxy-2-0xo0-2H- de Gl — sl ) acady
130

Method

chromen-3-yl) methyl
pyrrolidine-1-

carbodithioate

(1.0-200 ) pg /L 2l
€=1.3 x10*L.mol*.cm™
$=0.0047 pg / cm?
L.0.D=0.3 pg/ml
RSD% = 3.5




13

Spectrophotometric
Method

Cystien and Sodium
dodecyl Sulfate

S paiosall (8 (1) pladl) o 5
O ety 3| aal) A¥ sl
sl 2ie Oy Y - Hu
(0.2-47.625 )pg/mL
L. 0.D=0.1767 pg/ml
L.0.Q=0.5355 pg/ml

131

14

Spectrophotometric
Method

g—methyl-3-(-5
hydroxybenzylidene)Rho
danine [5M, 3H-Br

On Sliue S (11) oelaill i o
Cladiall g 5,05 5 sall 5 culall 5 il
die LaYauall
A max =430 nm ,pH =5.5
Qﬂy—ﬁoﬂﬁﬁjué\ Jgaall
(0.03 -1.3) pg/ml
€=0.6027x10* L.mol™.cm™
$=0.01054 pg/cm?

132

15

Spectrophotometric
Method

(2,2[O-Tolidine-4,4-bis
azo]bis[4,5-diphenyl
imidazole] (MBBAI)

On g asai (A (1) ol s o
Amax=409nm e LY 3 gda
G e Y- o o P ity pH=5,
(5.00-80) pg/ml xS Al (e g2l
€=0.127 x10°L.mol™*.cm™

,(L.0.D) =1.924 pg/ml
(L.0.Q)=6.42 pg/ml
S=0.040 p g/em?
R?= 0.9995

133

16

Spectrophotometric
Method

amino-4-(m-
tolylazo)pyridine-3-ol
(ATAP)

sLall Cya et b ([]) a3
A max=608nm e alakall
el die CjaaY — (Sl iy
(4-115) pg/ml,
L.0.D=1.26 pg/ml

LOQ=3.49 pg/ml,

134




17

Spectrophotometric
Method

4-amino-3-mercapto-6-
[2-(2-thienyl)vinyl]-
1,2,4-triazin-5(4H)-one
(AMT).

o AL S (1) Gl i 3
c e Jsh elad) (e il
PH=4.5 5X max=434nm

O el S Y — s8¢ glayg
O s ) 5 S0l
(0.7-25) pg/mL

£=1.9x10*L.mol™.cm™
L.O.D=0.011pg/mL
R.S.D%=1.4, Re%=1.2

135

Al cala—ai o121




Y] ae 4Bl a8l ga Al 50 ApalEll &35 3Y) A5 Hhay 5 Cad LS je (e daa CREIS i -]
Agydal) ) aladiuly i) LS gl 48 e g A jall 28 4, )

. (*HNMR) 5 (FT-IR) 5 (UV-Vis) <l alaaiuly juasall CallSl) jadiis -2

el il RS S iy Apcaalall Al Al Jads g claaall oK1 Ladl) Cag lall aaad 13
Gl &5 Gla 5 8 plaall Asie SIS e Gpa¥ — o 68 g gdat SN S0 8N et g B ) sl ds i
Ayl g« aalissg 4..1..‘)\‘); k—llA‘)J ‘_“A Cladaall (AGO,AHO’ASO) @S*oh.)dﬁ)ﬂ\ d\jﬂ\ :\.;.u\‘).lj 4.:1‘)\‘)91..»&\
5 _yadiusal) il A gl sl 56y lay MUK 31al) s

Lhaglly *HNMR) 5 (FT-IR) s (UV-Vis) 4 lpadisy dlall Gliisdl juass -4
sl Claiaall € 5 faall 1 51 o3 A pglalinal) Gl g 4080 g SI 4,,Y sl
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Chapter Two

Experimental Part

er Two : Experimental Part el g 3l AU Juadl



dardiial) Auiliasstt 3 gall -1.2

)31 Ll S 30 a8 Srgaall s Al jall 538 (3 Frariinsall Lilaasll o) sall (1-2) Jsaall
CslEida s leie JS

B gl A8 Hl) g Lgti gl da a9 daddiaeal) AuiliasSl) 3) gall (1-2) Joaa

NO. Name Molecular M.wt Company Purity %
Formula g/ mol.

1 P-aminoacetophenone CsHyNO 135.16 C.D.H 99.0

2 P-nitroaniline CsHgN-,0O, 138.12 C.D.H 99.0

3 4,5-diphenyl imidazole CisHiaN, 220.275 C.D.H 98.0

4 Nickel(ll)chloride NiCl,.6H,0 237.69 B.D.H 99.0
hexahydrate

5 Glacial acetic acid CH;COOH 50.05 B.D.H 99.8

6 Hydrochloric acid HCI 36.5 B.D.H 37.0

7 Ferric(l1l)chloride FeCl; 162.21 B.D.H 98.0
anhydrous

8 Sodium hydroxide NaOH 40 B.D.H 98.0

o] Sodium nitrite NaNO, 69 B.D.H 98.0

10 Cobalt(I1) chloride CoCl,.6H,0 237.93 B.D.H 99.0
hexahydrate

11 Dimethyl C;sH;NO 73.09 B.D.H 99.0
formamide(DMF)

12 Dimethyl C,HsSO 78.13 B.D.H 98.0
Sulphoxide(DMSOQ)

13 | Acetone (CH3).CO 58.08 B.D.H 99.0

14 Copper(Il) chloride CuCl,.2H,0 170.48 B.D.H 98.0
dihydrate

15 Ammonium hydroxide NH,OH 35.03 Merck 35.04

16 Ammonium acetate CH;COONH, 77.08 Fluka 99.0

17 Chloroform CHCl, 119.39 Fluka 97.0

18 Vanadium Sulfate V(SO,), 242.942 Fluka 99.0

19 Manganese(Il)chloride MnCl,.4H,0 197.91 Fluka 99.0
tetrahydrate

20 Nitric acid HNO, 63.01 Fluka 65.0

21 Methanol CH3;OH 32.04 Fluka 99.0

22 Absolute Ethanol C,HsOH 46.07 Haymankimia 100




Apparatus dasiicall 3 3¢aY) -2.2

dpdalal) Adlal) (uld g -1
pH-meter,inolab,WTW,530, Germany
sLiasSll and — o glal) A0S — by dxala
) i Ayl 5 Aol (358 Ant) lshaa 2
UV-Vis-6100 PC Double beam Spectrophotometer, EMCLAB, Germany
LSl and — o glal) A0S — L drala
BIa) Ao aulil Slea -3
Thermostatic Circulator bath — JSRC-13C,Korea.
sl ol — o glal) A0S — L drala
cidadl) ¢y 8 -4
Oven BS size two, Gallenkamp, England.
sl aud — o glal) A0S — L drala
(rabliig & s ga (Ause -5
Heater with magnatic stirrer MR Hei-standard , Heldolph,Germany.
sl and — o glal) A0S — L dxala
AN sall 4l g dula g1) (b Sl -6

Conductivity meter , Digital ,inolab , Germany .
el and — o glal) A0S — by dxala



& e Oy g ) 93 b A g RSN ) jaa- 7
Balance BL 2105, Sartorius, Germany.
sl and — o glal) A0S — L dxala
el A o uld Sl -8
Melting point, SMP30, Strut, England.
sl and — o glal) A0S — L dxala
$) pand) ciad dad¥) cish Gabd Slga -9
FT-IR spectrophotometer 8400S, Shimadzu, Japan.
FT-IR spectrometer , Bruker Tensor Il in range 500-4000cm’,Germany
LSl aud — o glal) A0S — L dxala
(rlalinal) (g g 631} (i) Cilhaa g -10
Inova 400 MHZ , 1HNMR Spectrophotometer
sLiasSll ol — o glall A0S o) jeda daalas -l
Llalial) dpbeaal) ald Slga -11
Auto Magnetic Susceptibility Balance , Sherwood , England

elaasll and — o slal) S — 3 peaiiveall daala



Experimental part ead) ¢ 3d) - 3.2

Synthesis of Reagent (436 (@A) yuaad-1.3.2

1-(4-(((4,5-dimethyl-1H-imidazol-2-yl)diazenyl)methyl)phenyl)-N-(4-nitrobenzyl)
ethan-1-imine(DMIPNI)

-1 sk A st o
_t Ss¥) 5 skl

2 P-aminoacetophenone ¢~ ( 0.01 mole,1.35 g ) 413 (e <ol sacldl (3ida juaa
Sus A JsE) 20mL A2 P - nitroaniline ¢~ (0.01mole,1.38 g) 413 aw J 5L 20 mL
saad il Abemy gy ) (i 5 20 Lse JalaS il SIS mala (e ) lad 0 Aal ge dymaail
el Ll 0 5S5 Jaa o1 g Bllaall JLEY) JsaSIl 4 )k e )5 o gl (8 caad o i el Ca

Y s phall & yiasdll Gidal s (0.01 mole,2.55 gm) 43 iz - Al 3 g ladl)

(0-5) C° Ay (aliplen (250 o5 (ke elall e 25 ML (2 SS)all HCE e 4 ML) (8 )5
i) ol (e MLL0 (o il o g sl <y 55 000 (0.01 Mol , 0.69 gm) st 4l Canal 3
a8 s o) mde J sdae g e Cindal adic g5 Joall le 0 sSETAR8S 15 Baa] paisall 2y il 5y il ae
NaOH ) dstae (o ML25 5 J il mL20 & Il (0.01mole , 2.2 gm ) Js e Jslaa
O Jsdaall 58 Cua patisall @y aill ge (0-5)C° () auall 5 (ke ele ML100 & 12l 10%
4883 15 sl & 55 a8 pH=7 (A Acaalall A Joas a3y i) ) a8 58 a1 ) el
76.33% gl A cilS 5 llaall J UYL 45 ) ol ale ) a3 o) el (B canil el g ) g s S
oaibadll (azy g SIGH SheSIE oS Al (2-2)d sl Gy, delédll & ghad cp (142 ) Jabaddll

A 5l



The first step

EtOH , drops of Glacial acetic acid

—CHz + H5N NO,
\ / reflux 6h -H20

P-Nitroaniline

0—0

HoN

P-Aminoacetophenone

CHj

H2N C N N02

4-(1-((4-nitrophenyl)imino)ethyl)aniline

The second step

NaNO2(0-5)C
H,N C N NO,
Conc.HCl+distilled water
ph N 4-(1-((4-nitrophenyl)imino)ethyl)aniline
H -
4,5-diphenylimidazol " ~N=——pN C——N NO, —-af—
In ethanol (20 mL)
+ 25 mL,10 % NaOH(0-5)C Diazonium salt

PH=7

ph N\ G
| \ }N:NOC:N NO,
o
ph |
H

1-(4-(((4,5-dimethyl-1 H-imidazol-2-yl)diazenyl)methyl)phenyl)-/V-(4-nitrobenzyl)ethan-1-imine

(DMIPNI)

AL juaant &) ghd gy (1-2) Jaladal)



. (DMIPNI) sanal) Chdilsll 43 58l ailadl) g 4 o) dipall G (2-2) g2

- -

A da sl
Osll) | zsiiall | i) el | i dall 0 34,9 S yal) ol
% (C% g /mol
1-(4-(((4,5-dimethyl-1H-
s | 76.33 | 135-137 486 C29H22N6O, imidazol-2-
e yl)diazenyl)methyl)phenyl)-
N-(4-nitrobenzyl)ethan-1-
imine(DMIPNI)
Preparation of Reagent 130 QLalsl) Jolaa ppani— 232

I 8l 52 (0.0048 g) ML (1x107M) S8 il Jplae jiant o3
Al Jllaall ¢ yas ) Jsdaall 13a (e e 4ndi Cudally 100 ML A asad) JuSH 5 sl
At Cupdally (bl Capgaily 5 AY)

Preparation of Standard Solution (139 4l l) Jullaal) juiaad — 3.3.2
1x10™M 3 (1) <lisSh ¢l Jolaa ypiani— 1,3.3.2

i) bl (& elall paslans (I1) Sl s8I 2518 S 50 G0 (0.0023 g ) 41k Jslaal) s
G AY) Al Jalladll & pan ) Jslaall 138 (pas ¢ 4 cadall 8 100mML GV asall JaSI
LAl (il Calaial) Caaasilly

1x10™M S (1) JSi) gl Jslaa jpiand -2.3.3.2




JaS) s Sl elall (B elall (ol (1) JSal) 25518 0 5e (5 (0.0023 g ) 23k bl yuina
il (s AY) @l Jdladd) o pema ) Jlaall 138 (a5 ¢ 4nsii ol 3 100ML ) asal

o i Cndally il
1x107M 3aS (1) ouaddl ¢l Jslaa juaanti-3.3.3.2

i) oLl a elall 3 (1) st 255K (S 5a g (10,0017 @) A3k Jsladl) juas
GAY) Gl Jllad) copema il Jslaall 138 ey ¢ 4l cudd) 3 100mML GV asall JaST
st dally Cilaiall Canaailly

Preparation of Buffer Solution 139 alaial) J glaall s 4,32

s SOA (1 (0.7708 @) AdY (e (0.01M ) 3 i Aadaiall Jallaall & jian

a5 e Jallaesae Hraadaf Jslaall 18 (g 1L 4w dpana 4308 8 Hladall cLall 00 1000mL

G adla 5 Ui sa¥) sl (e ) ydad Ay (PH= 4-10) O s gl dpmalall Jlsall e
- sl aaall JuS) 8 o s sa¥1 A Jslaa (A 0 5S all

Primary Investigation (140 248 ) ) jLsdy) — 4.2
(DMIPNI) sanall Chiilslt i 4l yo -1.4.2

JaSls (1x107*M) Sl Jglae o (IML) e anss (10 ML)Yaes doens 4o @)

@ b e g als (1X105M) (Fledll 5SS maad Glhaal) ASY) J5aSIL(10mML) () el

abia g Glladll J Y1 Jiie (200 - 800)NM el (pana caulall (e A3 yall — dunidil) (§ 68 Aslaial)
(1lem) s see Gy 31 S e WA Jlaniialy g ey

A jall 4 45 310 @l 5 ae CAELSY Je it 48 gY) <l jLddy) - 2.4.2

e Ol G e Jslaa e (IML) b aa g5 (10ML) 2w Asenadl Slal (e de gana GO
Lz aas (sl Hsek a3 el 7 5l ae (1X107M ) S i Laa DS il Jslaae e (1mIL)



) Gl 5 a0 pall 2S5 508 (0.01M)  Jslae (e Ol plad Laaaa) () Conal (pand () o ) anid
¢ delail) e dpaalall Allall ili 4 el @lld g el )5S 5 el sl (0.01M) (e <l yhad G sl
a8 451 b ¥ ae Sl Jelal) Liadl) dpcadal) DAl yaal s Al pall o8 (e el ) 3

iyl
5 puanal) cldinall abuaiadld alie W) o gal) Jshal) Gpanl — 3.4.2

(IML) & s O s¥) Jsbae (e (1ML L a5 5 (10ML) dass dpanall SUSN (4 A gana 33
& (1x10°M) S5 maad JsEYL anall JaSTs (IX107M)  5aS 5 Laa DS 5 il Jslas (g
. (200-800 NM)cs2all 2ie 435 pall — dpmadil) (3 58 Ailaiall & J slaall 13¢) i easa (5 5o

Optimum Conditions (ohadll g Jlal) aaas 5.2
Studying the pH Effect dpzalal) Al 80 Al 2 — 1.5.2

A G 521 Jslaa e (1ML) e mn s (10ML) Ao danall Ll (40 e gana 33
Gy g aliiall J shaally amall JueS) g i 38 5Ly 20U Jsdae (e (1ML) a0 (1107 )M 328 i
(Amax) 2= Jillaall ppead Gpialiaia¥) i o5 (PH 4-10) s20r sane Jslae JSIpH 4 iy
e JS) Ladl) dcaalaldl Alal 46 el diee JSI

Studying Effect of the Reagent Concentration <&&lsl) 3.8 5 flida) 3-2.5.2

3 ¢ 5 Jsdae e (1ML) L o s (10ML) Fress dpannall LN (e Ao pane <033

O sl i (1% 107 M) S i 2SI plae (e Ailide o san Lgall vl &5 (1x 107 M) S iy
S e gl 5 s2e (Ao J samall aina ST Liadl) dpaalal) Aol aaall JuSiy (0.5 -5) mL
slall il 2das JSI (hgy) e dollaall gpead Apaaliaia)) Casd o3 (0.5%107 - 5% 10° )M

RIS 3 5 il ol 5o Al 50l o3 (e G Al O clan g i g J Y1

Studying Effect of the Time Gl il Al j2 — 3.5.2



G s Jslaa e (IML) e paas (10ML) doras dpenall ) (e de gana Al
Apaalall 1AL anall QST 5 3K (pa sina JSI Juad) 38 53l Lgia JS) Canial 3 (1% 107 M) S s
diia s JsEY) 5 el Jilie dina JSU (hay) e Jillaad) wend dpaliatie¥) Cud of diae JSI Loadl

aaaaa

Studying Effect of the Temperature 5, luadl da i dal 0 — 452

@I G Jslae 0a (IML) L s (10ML) dxs Zpanall L e de gana A
Apmalall Al anall JaST 5 SIS (e e ST G158 00 Lgia JS1 Caneal 5 (1x107M) 585
(10-65) C° i s 5l pall s 53 (e lae 53 e alea (3 Jllaall Cinia g g S JST Ll
e e 4 o J Y 5 elall Jlae e JST Q) e Jdladdl end dpaliaiel) Cusd o

Studying Effect of the Order of Addition — 48L&a¥) i 5 i 4wl o — 55,2

ALY i 5 (e sl Ar )l Caadie) dadl) aliatial 8 Jeliill il s ddlal cagi i s gl

la) & (1x107* M) 3So Ol 0¥) dslae e (ML) bl e J5¥) cui i) adie) Cua

Casd o diae JS) Ladl) dpaalall ALy (10ML) Y paall JaS) 5 2SN (g 8 JSI JuzadY) 8 50
Caa e ddia o JAY g elall Qe (Qy) e dpalaial)

Jslae (e (ML) dilia) &5 SIS (e dine JSI Juad1 58 5 A8l i SN s i)
Cuad o dine (< Ll dpaalal) Q1AL (10ML) G aaall JeSi5 (1x107M) 5S i s 5lN o s2Y)

Jeanis  (1x107M) S5 8l (s Jslas (e (ML) bl Ao Al (s i) aaie)
QST 5 ULy e (S b1 5 0 Aila] o5 e JS) Ll pH e SLe YU Aacmalal) 10
) Jiie () N ApabealeV) o o5 tine (S Loail) Amdall Dl (10ML) o) )

aa e ddea o JSEY)



Al clae 5 2SN e dine JS Juadl) 385U ddlal e ALl (e aal )l g il adie

(1x107 3855 o 3 0 oY) dslae (30 ((IML) sl o dixa JS0 Ladll pH - e dlaie Y dpadlal

Ama) e dpaliaiel) Cusd & dixe J< liaill ducadlall Alaly (10mML) Y asall JasTs “M)
e ddia s JSY 5 elall Jilia

Studying the Calibration Curve 8 laal) inia Al )2 — 6.5.2

G 0¥ dslae o ((1ML) L s s (10ML) Ao dpenall U (0 Ao sane 3

4willy (0.05-1.00) pg/mL s sl (8.5%107 - 1.7x10°M) c o o) 53 Adlise 380 3y

Jlyy Lol dal gy dwaly (1.7x107-1.7x10°M) s b &I sl
Jily Ll guladll oY Al (1.57x107 - 1.57x10°°M) 5(0.01 —1.00 ) pug /mL

AL aaall JaSly B (e Sae S Jadl) 58 5l L) canal 235(0.01-1.00)  pg / mL
slall Jlia dize JU (M) 2 Jillaall poead dpaliateV) Cuud o3 dine (< iadll dpcadlall

e e dda s J A1
(14045 g<ial) cufinal) 4y 58LSS Al 3 — 7.5.2

Studying stoichiometry of the composition complexes

iyl Jleninly Jslaall ¢ sSiall diaall USGI JI (o5lall ¢ 501 s alal o3 Al jall 038 NS (e

Method of Proportionality Al gal) cauadl) 48y b 1.7.5.2

DS 5l G Jslae (e ((1ML) e s s (10MIL) s dpanall UG (40 de gana 34

Jomi) 3 5l (0.5 -3.5) ML o o gl 2SN (e Lilide o g Leall vl 5 (1x107M)

G a5 ¢ ddae ST Liadll Cagylall Sle ) o pa Sbae JSI Ladl) Zpcaalal) A0all sl JaS) g dina S
e e ddia g J Y 5 slall Jilie dine JSU (Ray) e dillaal) goead dualiaiay)



(992) B palenal) il 3l 48y 5k - 2.7.5.2
Method of the Continuous Changes (Job)
Cragl iddling ayan Lgie S 3 gy (10ML) damss dpenall JUEN o de gone chd A
O diling o gan Ladl Canmal a5 (1%207M) 38 s 53 0 0¥ Jsdae e (1-9) ML O
dgamdall LAl aaall )5 0 ire JS o) 38 il (9-1) ML O on ) i 23S
Jlaall asand A aliaie¥) o a ¢ dine I L aaill Gag y Bl slel jo pe 2ina JSI L uadl)
e e b g J SN 5 oLl Qi diea JSI (M) e

Ledllaa 8 culainal) 4y ) i) 4l 3 — 8.5.2
Studying the Stability of Complexes in their Solutions

Q\M@J\)ﬂh‘ﬁ\ &u\.’a} SiKa| :\;JJ k_iLuA dhw&ﬂh} B}AAAS\ Q\M\@)\Jﬂu\@\)&eﬂ
1:(142) 050 Yl Aaia¥) YA s Al sl sl il e e Y il 5 5] pm Ao tic

M*2+2L MLy oovveennnne, (1-2)
ac  20c (1-a)c
« = % ............................... (2-2)
Ke ,=% ................................... (3-2)
LTz oeeeeeeeeeee e (4-2)
= (5-2)



iad alic | yie diaall paliaial :AM il i s
Saall 5 Y5l 38 5 2 € Al Adass die daall Galiaidl; As

G Gl M ) S 2|

(199 ) saal) ¢ 6€31 (AG®, AHP, ASP) AuSaalisa ga i J) gal) ¢ppnt 4 2 - 9.5.2
S5 Ol 0s¥) Jslae e (IML) Lt pass (10ML) 4drs doeas Sl 234
& O (oY1 Al ) Gl Cua anadi S il DS (e ddlisa o s L) Ciaal 5 (13107 M)
Al Al ) Gailiay s @Sl 38 il ey 3 (1:2) (Sl ) das ol (2mL) Sl anal)
aaall () 5 elSanall ye €l amy 3 (4:1) (S ) A o) (ML) B ana 853
Apaliaiel) G Wany s () sSie diee JSI iaill (g lall sle) e ae e JSI adll dpcadlal) dlally
‘;J: ‘):\zﬂ\ L_\Lu; (-;3‘9 . BJ\);A\ 2\;)3 L_Uls.AJ 3\_).\41.,.44.«&\ O 48 Al &L\MJJ Oe (15’25’35’45’55 )
MJ\);Z\.;)AJSGASJAA\ Q\M:\g’)\)ﬂu‘}” «_LILI‘_“JL Juﬁcyhﬁjﬂ\%u\

AG®= -RTINK oo (1-2)
Lol Y
8.314 J/mol. K 4tad s slall il Jal cali =R
(237.15+t ¢°) &illadll s ,allda =T

CwaVant Hoff —asa <ild dalaa aladiily agbus o5 (AH®) GJM_,Y\ L_.ﬁ)\)k“ & siall o il L
M\JMJ&"—\:\Al/TM\aJ\)Q\:\AJJujhAdJ\&Q |Og KstOJ\}m @Uedd)b)luy:\ﬁ)ﬂ\ Craws
(AHP) 4af (s aby4ie s —AH®/2.303R il dpladll 48301

(AS®) (25 58Y) A il Clua 8 daddival) Alaladll L



AG® =AH® - TAS......coviiiiieeeiiieeee., (3-2)

(4 guliill dlaay) dadlaall -10.5.2
Statistical Treatment of the Results

Precision =39l -1.10.5.2
6 sl anail) i) o) a5 (S.D) (bl ol i) alals Ablall 48 lall 480 (aed a3
daxa K1 ;Lasl' 3 \qj).u\ ' & ﬁudﬁ} )'.45\)3 Sy ki «LUM pad wgﬂ\ sale ) DA ) (%R_S_D)

laa e ddia o J Y5 slall Qe dinae JS) (M) e Jillaall aend dpabiaia¥) ol Wy g

Bel 8 IS dpaliaia) o :(Xi)
Gle) @l 2xe a0
heal) Jass giall - X

_ | Z(xi-x)?
S.D= / T e, (2-2)

%RSD==2 x100 .......ocoooirieae (3-2)
Accuracy (A=31) il - 2.10.5.2

Gankaiy Al g pmaall DS ae (1) A3l ol 0¥ a8 Argiall Apbdail) 43 hall Japza (et a3
A 5 (UE 1) 8 s2al) (emill Undlll (e S il a5 LA (0 53 puliaall cilpinial Liadll (i gyl
(YRe)dlainy)



%Ere.:iu X100, ...+ eeeesee e (4-2)

%Re: 100-'__ %Ere| ............................... (5'2)
;o3
i) el B 5ol il o G sl=dl
i) Al
Preparation of Solid Complexes Milal) cisiaall guani-11.5.2

() clis<h) d8aa juaaas - 1.11.5.2

251 &= (0.001 mol , 0.2379 g ) dbual s (1:2) (NS 38) 4l 5o Asiy Snall juma
&V (PH=6)  Jumi¥) alaiall Jslaall (3a 20 ML b ) COCLLBH,0 sl o iy I
hadll CagHlall il ae llaall J 5BV e 40mL A I SIS e (0.002mol ,0.972g )
Gael s anl ) ¢ sS5 daa gl 3) o yid Lils & 5 5 4ol 3aad %5 (60-70) 3,0 a da ) (A 5 Szl
. 70.78% i) duws cilS 5 Bllaall J 5Ll 455k

(1) Jsaill d8ea judaad - 2.11.5.2

35 e (0.001 mol , 0.2376 g ) dibal (s (1:2) (ST ¢ %) 4 ge dpsy Seall juan
&I (PH=9) Syl sliidll Jolaall (10 20 ML 8 S NiCl.6H,0 el o J<s
i) oyl i ae Sladd) JsUEY) (e 40mML 3 Il 210 (e ((0.002mol |, 0. 972 )
Gae sl ) 0S5 a1 3) il Ll @ 5 S5 Ae b 5a4) 95 (B0-70) 351m A2 (s 5 el
. 63.14%z30) At il 5 Blaal) J iYL 45 ) ol

(1) Quladl) Shea jaat 31152

2,58 (5« (0.001 mol ,0.1705 @) 4ébal (e (1:2) (2SS 38) A ge dsidy Seaal) juas

S (PH=9)  Juad¥) alidl Jsladll (e 20 ML i I3 CUCL.2H,0 elall A uladl
il Ca g plall Cudii aa lhaall J5Y) e 40ML 4 @l 2l e (0.002mol |, 0. 972 g)
Gaely ) 058 a3 Al Lila 5 S de b 524 % (60-70) 301 0s Aan Gaes 5 daall

. 70.57%z1) At ilS 5 slhaall J 550 455k



Llaal) el ainal) Al g3 A o — 12.5.2

Cole ¢ Jsiil ) Jie Ay seanl) il (e e senes 5 pmndl Aball cindl Agl 53 a2
Oe 0.01gm 33l elldy (ulaSsile Jfie Al ¢ alal ay @ Jiie S ¢ il ¢ asigslSe Jgiline
ool il e BML (o8 L3l s lsinal) a5

Study of Electrical Conductivity (149) Ayily gl Asbiaan i) dusd 32 - 13.5.2

e A48 el 5 ) ja dayays (1% 107 M) S i 8 _geanall daliall Cilaieal) (e dillas & s
AV sall 4l 5ol Aulia ) Slea (8 4l 5eS dilia gl Cusd 5 J 50

Study of Magnetic Sensitivity dphiliial) dpbeald) 4l 2 — 14.5.2

tu\_ﬁ)( 0? 15 ) SRl 3 ) A da ) B sl Lliall Cilasalll dnlalizall dauluall w\:@aej

Cul g e dlaie Wl (( Xp )Ameloal) dbuall ad e Jasll Faraday method (5148 da )k
- aalldl) A8kl Wk (Heff )‘)3}43\ guglaw\ e‘}aj\ Al Gl ol Sy g JSub

= 2.828/X,; T BM ... (1-2) oE
(UJSL\M‘)}.})‘?“.LE” w\ejﬂ\EJAj:B.M Caallagl \SJ\)Q\:\;‘)J=T

dolal) dsjabaa g MU lga) da e (w1552

oSS cpe S Aliall Coltiaall g 2K jlecail Aay0 G DA o Al s3a (e a2l
. Olasaall g W) jleail A ja o COOEAY) SR (e Chl2axal)

o) paad) ciad dadl) Gilda) Wl — 16.5.2



el yaad) Cnd 423V e aladinly Aliall Ciltiaall y SIS o) jeadl Ciad 22l Galidal (il o

400 — 4000 cm™ 333l e Ale 35& 535 3 saill JalaS o sanilisal) a3 (0 a8 Jlarinis
dlal) cfsbaal) g S THNMR (ralaliieal) (59 981 (il Cisha (ol — 17.5.2

iy oo Alaie Gloglae slacly el 4u€ il Al et @'HNMR Gl (e a2
| Ctiaall 5 DS 6 83 g gl i 55 5 yall Ay A jaa oyl e @l g iy Sl
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Chapter Three

Result and Discussion



Results and Discussion

AdBlial) g il 3 Gl Juadl)

S Ay g S illaY) — 1.3

8 ahall (e A pall - Al (35 Gilaiall 8 jasal(DMIPNI) SlSl ddida 4l o <y sl
die abaaial e & el — sl (358 A2 il jell (1x10°M) DS b JSEY) cuda
Clilall roqr* JESU 4l s poa JEDU JsY) 2523 (301nM) 5 (470NM) e sall Jshall

&b A ge SIS aliaia¥) o ja g (1-3) JSA) 8 aa s LS (105 51 e sanay Lelliatl 5 Aila s Y

L A8l a8 g A g SN CHEENY) 5(1-3) Jgaa

(1-3) dsaall

JEN) g i v (cm™) asal) 3l | A(nm) 2l Johl) | NGU 4 el Aiall
n—mn* 21276 470 C29H22N602
nom* 33222 301

= A

H] |

Wavelength (nm)

AU i pal) — Apaadinl) (368 dadY) ks (1-3) Js&




AAial) gl a4 AN il ) (e dae ace LS Jolist 48 gY) < JL8AY) -2 3
. ) all
A G IS ae Je i ) Sy ) A 0 il Y 038 (e ol A8 jral Al jall 028y ol
Al aie aliadl il el Adaade ae & aill 35k e 55l Adle 4 3l ~ DY) il gl sl
Ni*?, Cu™, Co™, Mn"?) <l sV eda ae Joliy ol () el 5 4y 3lal) il 5y ) i)
OGSy el il oY) eha 5 sl Gr Jelii Gigan e Ju 1385 Dske dillas 0505 (( Fe™, VT
¢ 5oS il dpmalall Al ) s daiid) A el Gyl e (CU™? NI, C0™?) il sl cnal
O Ligda L s Lt ) (3,0a0 A a5 e
ranal) Al clalral A pal) — dsawdidll §sd dadN) (alualia) cill — 3.3
(Cu™, Ni*?, C0o*™®) 4 lall i V1 a4 e dallae Gkl ae 2SN J glae Cagla 45 )lie 2ic
Cada 4 lof age Job sai | eal Wbl (et Ll Jaa sl (1x107°M) S5 381 e DS
)l a gy S Jolae ) po A5 lie Aauzal 5 A sl Gl pid Taa o Gl ) 0l Jlase
JEY) Jiig « MBI cnga ) o &l dpainall Akl el oW1 5 Al Bl ddee Egan
die Galiaio) saie Juany (1) il 81 dbne o JSEY) (i Cum ¢ Dbl Gl (4-3),(3-3),(2-3)
. 537nm(11) o) sixa 5 545nm (1) JSel) S8aa s 551nM o ylaie alac oa 50 J sk
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Wavelength (nm)

(1) <l oSl dhaal 435 pal) — dpaadisl) (368 dadl) ks (2-3) Jsal)

Wavelength (nm)

(1) JSl) diaad A pal) — dadisl) (568 dnd) sk (3-3) JSdd)



Wavelength (nm)

(1) ulad) dhnal dyi pall — dpaasdinl) (353 And¥) Cisha (4-3) JSl)

Study of the Optimum Condition <lasall oy o<il Ladll g ylall 4l 0 — 4.3

AN Lgia s Al 5 Al all Culaiaall jucanil Loadll Cag ydall 48 yua s 4l ol 0da (o in yall
Csoboall A ja il delall JLSY e 53U dyie 3l saal) ¢ o3l () ) 5 2K 5€ 5 il sl

Studying the pH Effect duzaalal) Al 36 - 1.4.3

O Lo sl dpcaalall J1sall (el 5 (s LA a3 Liadl) dpcaslall Al e G il a3l

abaiadl] o sall skl vie dpaliaiel) Gl IS (g dire JS saal 5 Ay Gl (pH=4-10)
O s s) 31 (5-3) JSall Sy (2-3) Jsanll e eday Ayl oda il (1x107°M) S 55 akae )
@iral Apailly (PH=9) Apaslall Alall die L350 () Jaat] Ly 58 3l 33 Cilaaal) Jllaal 33 5 550)

Sel ) Jpasll JLadll pH dad Jici ooy Gl Sl sadd Ly (pH= 6) 5 elailly J<al)



i i 1 ) ) g g aall 138 vie Apcaalal) DA ad 2L dbaall Al B8N J8 ¢ aliaial

(150) - 2o

5 e

s Babae gl (0 5S5 ey gl yiall () 5

Ciltiaal) 0 0S5 e dpdaalad) J)gall il (2-3) Jgaa

pH/ADs.
Metal ion | Amax 4 5 6 7 8 9 10
Complex | (nm)
Co(ll) 551 [0.2112| 0.2333 | 0.2911 | 0.2691 | 0.2609 | 0.2461 | 0.2313
Ni(ll) 545 10.3882 | 0.4311 | 0.4831 | 0.5312 | 0.6037 | 0.6208 | 0.4333
Cu(ll) 537 [0.1944 | 0.2322 | 0.3083 | 0.3525 | 0.4226 | 0.4661 | 0.4070
0.7
0.6
0.5
. 0.4
3 == Co(ll)
<0,3 M == Ni(ll)
0.2 o
Cu(In
0.1
0 2 4 6 8 12
pH

Ciltiaal) oS5 e dpdaalal) J)gall il (5-3) Jsé

The Effect of Reagent Concentration
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L adl s ¢ Clafaall (g oSl Al jall a8 Calll JadY) 5 N alan) e Al jall s3a e (ia gl

Sl aie L 50 Al 31335 aliaiadl adae Y sl Jsdall die el Jillae dpaliaia) a8 )
(1) pladd) aiadd (3x10°M) s (11) JSail) aadd (3.5x10°M)s (I1) <l sSll sisal (2x107°M)
O3 O Jeliil @iy ) 3 say ol 5 (18-3) 5(7-3 )¢ (6-3) JISV1 5 (3-3) Jsaall b e s LS
3aly ) e (allully (aliaiaV) axd las a5 4 gl 508 Judadl gllac ) g aaall 0 5<5 slaily (oSl (5 31l
s @dlsl) a0 3 Al Jlaall oliS) 5 o Die) Jsean ) @l 8 ) 3 gay Lay )5 ISl 3 53
saa 5 Lo Jiley usl all o2 8 CaBlSIL (al ) Ca ) () ¢ ol < il 8 (ol Al 03 pac

B30 5 Al Lida iy b o sty

(1) &80 b ) ae CRALST JuadY) 348 3l ida g (3-3) Jga

ABeY) agall [ Jshl) dis dpablaiay)
10°M Ghalsl) 38 3 Co(ll) Ni(I1) Cu(ll)
(A=551nm) (2=545nm) (A=537nm)

0.5 0.0618 0.1006 0.0611
1 0.1633 0.1301 0.1337
1.5 0.2471 0.2272 0.2170
2 0.2911 0.3491 0.3245
2.5 0.2599 0.4360 0.4062
3 0.1504 0.5919 0.4661
3.5 0.1404 0.6208 0.4074
4 0.1269 0.5551 0.3338
4.5 0.1170 0.4074 0.2533
5 0.0905 0.2021 0.2132




Abs.

0.35

0.3
0.25

0.2
0.15
——Co(ll)
0.1

0.05

15 2 25 3

Conc. 10> M

35 4 45

v

5.5

(1) bisS aa CAEISY Juad) 38 ) g g2 (6-3) JS&)

Abs.
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Abs.
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Conc. X105 M

(1) (el s CRELSY JuadY) 548 i1 eida gy (8-3)JSLl

The Effect of Time Aia 3l Baal) 85343
a3l ol (e sl e Slad)l ARl S e dmedl sl Ll Lo

o ldiad) oda Galaial b Jualall il YA e (9-3) IS 3 mamge WS 5 (1-120 min.)
vie 3 ydle JaiS) Jeliill o Jaadl 3 ¢ diee JS Jsbaad abae ¥ o gl skl die A3l 32l B2 )
VA ltiaall dpabiaial sl JSEI e Baad Eun gl W) Jslae ) ailSl) Jglae ddlal

(152.158) Z e ay ) jaiul 5 455 5 uld Culaiaal) o)) Slo Jay Lae 4y 120 ) Joat st 33 538
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Abs.
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ALl 2a Clarall ¢ 9831 2 53U (a3 gl g (9-3) JSd)
The Effect of Temperature Bolall da e 46— 443
2 ety 3 ¢ b1 pall ol Ayl jEiuY) e Coltiaall 445 48 jea g Al jall 028 (e (il
%a (10-25) 0 Lo 3l pall A die 4 61 308 Juadl an s Lt s )3 gl laiaal) (aliaiial ad () dilasll
Aa 0 bl Glaiaal) Apaliaial Ji5 x5 pabaicl duadl e J geasll Zuulid) 4, ) jall A 50l a
LS5 159 2001 5 pall sy (8 LeSSE A 5) Clbanall 4l il gl ) sl 3 5a35 51 sl
. (10-3) JSill 5 (4-3)J saall b eain 5

Clabral) oS3 Ao B el da e G 1 (4-3) dge

Temperature C° Co(ll) Ni(ll) Cu(ll
(A=551nm) (2= 545nm) (A=537nm)
10 0.2921 0.6203 0.4658
15 0.2915 0.6233 0.4650
25 0.2911 0.6205 0.4661
35 0.2868 0.6049 0.4595
45 0.2741 0.5933 0.4432
55 0.2640 0.5735 0.4322
65 0.2520 0.5422 0.4211
0.7
0.6 H_.\.‘.\.\.
0.5
. 0.4 —o—Co(ll)
< 03 ¢— —— —m—Ni(ll)
0.2 cu(l)
0.1
0
0 10 20 30 40 50 60 70
Temp.C

Cilaaal) 0 oS5 e 30 adl Ay o a8l (10-3) Jsddl
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The Effect of the Order of Addition on the Complexes Composition
Caadie ) Al jall 285 juanall Cultiaall dpaliatal g Jelall el s<ad dalaay) cas i il Gl
Cladaeall Lpaliaial) dad & Lida | )30 5ehl (5-3) Jsaall 8 zoda se LaS izl (35 o sy
bl 355 ¢ Ua gl Lialiaial = Suall (o gl il 5 Gl 5 SN Clasll ae | 388 Zul )l 28 5 juanall
albaial) ayd (el ) 525 Lae 3N e Lol W) 8 ac ) g (aalall ALl cl g1 il ) el
s M sa OV Calaill 3 Jiaall A8LiaY) Clad (8 agle 5 (199150) o L) il pa 4] 5l L e
N (1) BT DREREPAN - P PR

<l ddnal) dpaliatial b ABLDY) qufi 5 8l (5-3) Jgaa

Sequence of Sequence | Abs. of Co(ll) | Abs. of Ni(Il) | Abs. of Cu(ll)
number of addition complex complex complex
1 M+L+pH 0.2911 0.6204 0.4663
2 L+M+pH 0.2653 0.5810 0.4322
3 M-+pH+L 0.2658 0.4019 0.4015
4 L+pH+M 0.2320 0.3229 0.3550

Sine (S Ll Apnd SV I : pH S L (1) GO o) M
Study of Calibration Curve B laall (inia A 30— 6.4.3

S sae apaail s el e slaie ] Al jall Ll calia g5 ) Ll oy SRl g
a5 o die g Al yall a8 jiaaal) A e (1) £ il ) Jalladl i jae Y — (o silE g o
5 (1) dSall s (1) @l oS 5o dnnily (1.7x107 -3.4 x10° M ) O sl 55 5SS (g
@il 5:9(0.01-2.00)  pg/mL Jabas La (sl (1) (bl ¢ 52Y Asaills (1.57%107'- 3.14x10°M)
Dby e Yo s e AtV Cu gl 3aae 380 58 Camdil a8l ¢ el g Sl 5 ey <
Gl ann Gpae Y — o il g et Al 580l L8 gl uldl agas LA Galiaial o
5 ()L U o5 Y 4 il (0.05-1.00)pug/mLJd—= L i (8.5%x107-1.7x10°M)
5 (1) =Sl o ¥ 4l (0.01- 1.00)pg/mLJs—xs s f (1.7%x107-1.7x10°M)
(1) ol (5 Ay (0.01-1.00)pg/mL ol e sl (1.57%107-1.57x10°M)
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Jaibu Apadba, Jidi S
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sady allel CRSISH e BN gl o)) it Leia s Lede Jsanll o ) wilidl) (6-3) Jsaall G
Ll 2y ylall 03gy sl yall a8 (5 318 o) JST Adal gl 50 3l 05 A0Sl e 5y 138 5 A5yl Adkaial)
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0.4 - y =0.2827x + 0.1253
R?=0.9996

0 T T T T T 1
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(1) il oS Sinal 3 plaall (daia (11-3) JSd)

0.9 -
y =0.6047x + 0.3338
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Abs.
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(11)JSa Sral § jlaal (inia (12-3) Jed




0.8 -

0.7 ~

0.6 -

0.5 +

0.4 -

Abs.

0.3 -

0.2 -

y=0.5381x +0.1274

R?=0.9995

0.2 0.4
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Conc.png/mL

(1) aball Sinal 3 plaal) iaia (13-3) JSé

Jalaag e ¥ — i 58 e glaa g Jaile dpulian g 5 Y gl abaia¥) Jalea ad (i (6-3) Jgo>
Gildirall pafil) aa g CRESY aa g Jald )

N ) N Co(l) Ni(I1) Cu(ll)
- (9! e gUaa 0.05 - 1.00 0.01-1.00 0.01-1.00
ng/mL< Y
oabaia¥) Jalea 0.16 x10° 0.198x10° 0. 857x10°
L / mol.cm ¥ sl
Jaila dpabea 3.7x10™ 2.96 x 107 7.41x10°
ng /em'
asiiual) i) Aslaa | Y=0.2827X+0.1253 | Y=0.6047X+0.3338 | Y=0.5381X+0.1274
Jaall 0.2827 0.6047 0.5381
LLs Y Jalaa 0.9996 0.9998 0.9995
L.O.D «ids!) aa 0.0023 0.0076 0.0055
pg/mL
L.O.Q il aa 0.0076 0.0256 0.0205

pg/mL
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Studying the Stochiometry of Complex Compositions

el ol Ayl Aladiul Audl 0@ Glbadl (I ;R A caie

oxis ((Continuous variation method) & «iwall &l il 45, 5k 5 ((Mole ratio method )

aen Of i) iy o8y laaall A gal) il g 5 painsall <l (19-3) ) (14-3) e JSEY)
.(2:1) Al 318 A e Aty CilS Cladxal)

Mole Ratio Method Al gal) i) 48y 50 -1.7.4.3
¢ 3an il Lgilae) ) ddlia) Aldaa) jaall aaad Al e i Y @kl e
o e LaSc (S 51 (2:1) (o Amloall a8 3 sl el aead A sall ol O iy

psaa ge A3l i) illae (e Sl aas L 330 3 (16-3) 5 (15-3) ¢ (14-3)  JKaY
Sl Jslaa (e ddlids
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Continuous Variation Method (993) Baauall i i) A8y 3k -2.7.4.3

d}‘;‘x uA:\ABM P> 2 (”)Z_JJM\ QhﬁY\ dgﬂa..o UA:\ALM p™> CJA :u:t)iaj\ Y L.é ?3
b s LS 5 pmaall Cliinall queal (2:1) o (SIS ;U ) s o) il e cpss SN
. (19-3),(18-3),(17-3) <Y
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(1) el sinal el )il (19-3) sl
8 puaaal) cfuiaall 4 ) 85 il ileas — 8.4.3
AR Culiy G da s Gyl ce by 5 el Slaiadl 4 ) i) Al
il A el ol S5 (po Lgtle J gl o5 A (alale¥) o e eVl AU lsinal

lelllas 35 puanall Calataall 4 ) H3aY) gl 6 Gl 3 adall (@3l k1 ) e salll Sy 3l ¢ 3 jucanall
3 sSaall Ca¥alaally LlaiaWU Ll Liadl Cul gl Canen 8 5 9945 gl dpiadll Colaial) cilS 13 Lo

(7-3)J sl & dnia e eiliill 5 SN Juasl) 885,238l & L)

8 panall cilainall 4 ) jE0N) Culi g ASEL) Ay 3 ad (7-3) Jo

Metal ion As Am a Kst. Kinst. Log
complex Value | Value L / mol mol / L Kst.
Co(ll) 0.5496 | 0.7321|0.2492 | 12.1359%x10"° | 0.082x10™| 11.084
Ni(I1) 0.5531 | 0.86350.3594 | 3.4515x10™° |0.289x10*° | 10.538
Cu(ll) 0.5261 | 0.6865 | 0.2336 | 15.0866x10™° | 0.066 x1-? | 11.178

ot il Alasind ASal ) Lae laa Aglle 4 ) finl ) Cltiaal o) oSle ) il e gy

, (160.161) gl o3g) dalall ol




lanall (p oS3 AiSaalipa ga A1) J)gall Cpad — 9.4.3

A8 35 Sl Chlanall AKaaling ga il JIsal) e 50 all da ja 5l A8 e Al Al 038 (e a2l
WSy (AH®, AG°, AS°®) —lua 239,525 jadll SUIl Jeadll 83 ) ¢Sall ¥ alaall (3 yha (e 4l Al
. (22-3) 5(21-3),(20-3) J<EY) GlIXS 5 (8-3) Jsand) b a5

A A Sl 0 6 e g claBrall g ELuY) cul g Aiualiia ga ) J)gal) o (8-3) Jsa

Metal ion complex TK) | 1/T(KYH | LogK -AG® -AH° AS®
KJ.mol™ | KJ.mol* | KJ.mol
1.K-1
288 3.47 10.408 57.231 0.1986
[CO(CaHxnNgO,),Cl] | 298 | 335 | 10359 | 59109 | 0.0073 | 0.1983
308 3.24 10.322 60.873 0.1976
318 3.14 10.283 62.614 0.1968
328 3.04 10.237 64.296 0.1960
338 2.95 10.209 66.069 0.1954
288 3.47 10.242 56.477 0.1960

[Ni(CooHNgO,),Cl;] | 298 | 335 | 10.1655 | 58002 | 00113 | 0.1945

308 3.24 10.108 59.317 0.1925
318 3.14 10.040 61.136 0.1922
328 3.04 9.986 62.720 0.1911
338 2.95 9.930 64.071 0.1895
288 3.47 10.333 56.983 0.1978

[CU(CpoH2NgO,),Cly] | 298 | 3.35 10306 | 58806 | 0.0042 | 0.1973

308 3.24 10.288 60.673 0.1970
318 3.14 10.26 62.440 0.1963
328 3.04 10.247 64.357 0.1961

338 2.95 10.22 66.147 0.1956




Log K
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(1) aladll Se2al 1/T 9 Log K. o 485l (22-3) Jsill

Ao ALl AH® ad () sl ilaizall (8-3) Jisaall (& daca gl i) SIS (G )
O Sl Sl 5 (551 W) (s 81 daal ) ) 3 gay 138 5 Exothermic 30 all caels Jelall of e
Olia A s Y1 8 Cag yra sa LSy ¢ (162163 o)) 2plals e AVs ALl AGO ad ()l 5 el
sl (s1) Cpad olaily Je il ada ) (sa55 Alall sl GY daa e 0585 O g AS® Lyl 45 sl
Gl oy Al 5 ) geay Chany 3 umsall Cilbieall Jelill o miwiiy 109 (Gl oS5y gl )
5oa Aa 0 Cumid) Ll Aagiilly 5 5,1 all caely delitl) (¥ 51 jall cila o gl )l xie Jay &y ) i)
8 3al ) die iy Ay = Al L el gats Jelinll 4y ) jal) il e (aliil) ZalSa) ¢l ) Ll

(165) ¢yl im all Al Ay ) s ) 5 Jo il Al ) (50 Law A siiall Jid Jelaall sy Al 2ol

gl 4laay) dallaall -10.4.3
Statistical Treatment of the Results
Precision G—21sil —1.10.4.3
Jsaall 5 45 Sl Clsiaall RSD % s siall omsil) oaslill il i) 5 SD gaslill il i) il o
. Adlide 53S0 55 Ol de JSI el Rused e alaie YU Lgle Jpmall 23 30 2l o (9-3)



Glalzall g glal) (omdll ol Q) AN g Bl ) YY) e..fé (9-3) Jya

Metal ion complex | Conc.of ion (ppm) S.D R.S.D %
0.100 0.0006 0.3863

Co(ll) 0.58 0.0040 1.3661

1.00 0.0053 1.2920

0.01 0.0015 0.4625

Ni(Il) 0.58 0.0022 0.3559

1.00 0.0083 0.9086

0.100 0.0005 0.2684

Cu(lh) 0.63 0.0026 0.5683

1.00 0.0012 0.1797

g s Aulle Fniom 5 20l 5 3 At Aadal) 46y L ) oDl Jsaall (3 Ainaal) il (e
(1) ol s (1) dsall s (1) b oSI s gl paas 8 daaliy

Accuracy (A2 il 210.4.3

a5 ()5 sial) (ol Ladl) ilin sk e sl bl 3l Jasel) slay) o

3 Agdadal) 48 jlall (o it Lgsa s (10-3) Jisaad) 8 pa g LaS 4 Sial) ilaiaall (99RE)  dpdbagivs!
(il ISl g by S ) 2 18l s oW1 5085 A Cpua Jaseia g 40



Cilabaall Agsla i) dpud g (5 giall aaail) Uadd) asd (10-3) Jgaa

Complex of Analytical D O0E,q. %Re
metal ion value(ppm)
0.100 0.005 5.00 105.00
Co(ll) 0.58 0.003 0.517 100.517
1.00 -0.011 -1.1 98.90
0.01 -0.0005 -5.00 95.00
Ni(ll) 0.58 -0.001 -0.17 99.80
1.00 -0.006 -0.6 99.40
0.100 0.001 1.00 101.00
Cu(ll) 0.63 -0.01 -1.58 98.42
1.00 0.005 0.5 100.50

Preparation of Solid Complexes

Llal) cildinal) juani-11.4.3

Cadii g diaa JSI 6 patusal) il 5 A gl il o e Slaie YU duliall Cultiaall juiast

Al vie abliall Jslaally 450l bl @l ) 618 D130 @lldy s jumas (8 dagadl Laaill Cag Ll
O @iy Lra Lega ja g (llaall J Yl il 450305 Al all A8 s N JS1 liadll diadlall
Cilaaal) il Eme Sllaall J YL 43y sl ale ) a3 s Conal & 3 o8 Cal ) (53 555 a3 5 Aol B2l g 3l
Aol g Ciladaall 238 andld &3 g dna) ) ) sl Led g ¢ guiall 5 o) sed) olad Aalle 4y ) jaial I3 LSl 3 janall
28 g ¢ lalinall (55 sill il Cida g ol yandl it AV A yall — dpmidil (5 8 AaidV) Calilal
¢ A Y sl Al 5o dlua gl 5 dpdalinadl dauload) cililuan AlaiaYU Glateal) s3g) 4] 8l JIKaY)

B wanall dliall Claeall 40k 3udl) al sadl iars 5 A Jad) Axpuall (11-3) Jsaadl Gans




ddal) cilabaall Apily Al (el gAY (lany g duiy el diall (11-3) Jg

aiy el daal) sl da Jolil) cidy | il dpud Mmax

Co) e | (Ady) Yo (nm)

Co(CyH2NEO,),Cly] | oy 238-240 60 70.78 551

[Ni(C29H22NgO,),Cly] | (oams 159-161 60 63.14 545
ik

[CUu(CgH2NgO2),Cly] | &@ seal | 320-322 60 70.57 537

The Solubility of Solid Complexes

dalal) clabral) dpily 53 -12.4.3

il 5 Al e g Al el (e e b Aaleal Adlaias s CRESH (5 AallE Al 3

(12-3) Jsaall b A

Adlide Cilyda B Allalna g CAALSY Al 93 a9 (12-3) Jo>

Solvent Reagent Complex of Complex of Complex of
Co(ll) Ni(ll) Cu(ll

Water - - - —
Methanol + + + +
Ethanol + + + +
DMF + + + +
DMSO + + + +
Acetone + + + +
Chloroform + = -~ -

Lijx N (5) «

4Ll :\.)\3\ (+) ¢ ‘,\.1\3 ch (—)




il inall 4y 5 gal) Ll 1080 dlana 531 -13.4.3
Molar Electrical Conductivity of Complexes
e (Use 1) o gssing ) Jlaall g (Tams 1) Dolieasi Ly 43 sall Lol sill i o
e S Ll ¢ Leldlae 8 saimal) LS 5all 335 W) el A8 jral dagall Jilas sl (saa) 2235 (190) 5oLl
OsSE by Y ) Gl el S0 adeall Al 5eS) Alua il culS S Jlaadl 5 ) aall i YY)
Alia ll (bl S oLl andivg Y Al slall 3 107 Ledlaal ofSay Akl 5 il oSl Atidua 53
¢ JsY) ) Jie Ay gmal) clplall adi0d Cua LSSEy 4 lbbad) D)) L graa can Al jS))
bl PheS Jie by Akl da 3l @l clpdall oda S5 Y b e s ( DMF 5 DMSO
(199) daliae e & il 5 SISV (g Adlida g1 Y )Y sall Aulaea il o8 (13-3) J sl eaia 05199

Adlida £ oY 5 Adlide cilpda (B (1 x107°M) JaS s Ao ¥ sall 4l Sl Aolua gl a8 (13-3) Jgoa

. Sl g SN (ha
Solvent Non-Electrolyte Electrolyte type
1:1 1:2 1:3 1:4
Ethanol 0-20 35-45 | 70-90 120 160
DMF 0-30 65-90 | 130-170 | 200-240 300
DMSO 0-20 30-40 | 70-80 — | e

g (1 x107°M) S5y iisall 80 n a8 pumnall Cilabeall 2l oSl dla il a5
(il syl Aiaall 5 ,S)  jla f (Agd s i e ) ddalall 5 Sl Jals Al W) 2 sa g 4d yal
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Molecular formula Molar electrical conductivity (Ohm™.mol™.cm?)
Ethanol
[Co(C29H22Ns0),Cly] 12.2
[Ni(CaH2,N6O,),Cl;] 10.6
[Cu(C2H22N60,).Cly] 2.6

Magnetic Sensitivity Measurements — 4suhalial) dpubuad) ciluld -14.4.3
Cildine A j0y Gl 0 degally Aawall Jilugl) gl dughlinall i) ClLuld 2
33uSY) Alls e e slae (e 4sdant Le g Jlaall 138 8 dpaal V) Cailad) of 3« 069 3 lamy) o 3lal
&Il ISl #1531 Canlll il B jiiall <l s ySIVT sae (e Dad g 3l G 50 s SV cag il
die Al g dplaling b et S i aal g 3 jdie ¢ S e (g giat Al LS palld | aieall LS all
Lol don g La laah A cndaliseal) Jlaall alail ol Cogus Leild oudalinal) Jlaall Jas L g
Jlaall Jals Lgaumy die Sl Zughline LAl Lex Lild 30,0t <l i€l LSl a2 Alla
L dda o SAL uaall e ¢ dplalinad) dpaloall 4dls Lo didans dne T (o g ounslalisall
iy sall 5 Culall iy S dlline Gliia ellia il cily jall ol cl il 5l sieal 8 Lk,
Lelaline Aaida Ll JUy Cum 70 anal) 5 50 il o3a cilS 13) duals 3y 3 pall 5300 Adapadll
Aa gty Clabaall dpusdalinall Gl 5811 Caaas, Lle Apulaline Llall mmaa’ Jule ey dale sl o5y Sl

—s Al A8l (g daill dalinall o jall Coyey s Ape ) AS all g Al 5 5Y) AS yall

Psi =\/4S(S+ D +LL+1)  ceveeees cereeennn (1-3)
R
ol oS e = S
SV (A Y (g1 50 A5 S aae = |
A (S I (L= 0) i 055 Loie el AS al) e 5 e cusaliaall o o) dadl () S5
- A Al (1-3) Aldladl




Bs=/4SS+1) BM ..o, (2-3)

ns=/nMm+2) (3-3)
40 S yall 3 5Al 83 Haall il g yiKIY) aae =n
- 480 Y alaall (a5 (288 K) da 2 die (grr) Uisall mslalina) o jall o Gl o

0e=2.828. /X, T B.M oo (4-3)
XA: XM -D (5'3)
D=(-Mwt/2)x 10, ... .o, (6-3)
Xn=XgX MAWE oo, (7-3)
-G
%JYJA\@M\:XM .M\EJ\A\QJJ:T
(‘g.ujl\) Al pall Alialdl = Xg Ad il = X,
.(Qﬁwjﬁ)gugkw\e)'d\'éh}:B.M wgku@g‘ﬂ\@;mﬂ\&m:D
S all el el el o) 5l = MLt Jladll owdaliaall o 32l = Meff

Aldd JIC8 anldy Apunhalina Hb cilaia ld Ciladxal) o Avcudalieal) Avslioald) c.a\_u IR (e i g
(15-3) Jsaall & (pae LS = ghand)
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Metal Ni(Il)complex | Cu(ll)complex | Co(ll)complex
complex
X 0.027x10" 0.013x10" 0.096x10"
Xm 0.0029673 0.0014287 0.0105504
D - 0.00076085 - 0.00076095 - 0.00076327
Xa 0.00427765 0.00218965 0.011313673
Heff 3.15 BM 2.25 BM 5.2 BM
T(K ) 15+273=288 15+273=288 15+273=288
u theoretical 2.82 BM 1.73 BM 4.5 BM
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D) (el il Geds gy () bl 1agd cund) 3 ey s 2SN Cada e Lol diling Ledl (s
M-N) celaall (alata¥) o ha 2l go et 8 A0 038 (pe 53] o3 a2 AlLdl) gaalanall
U2 415 (4000 - 400) cm™ g e gl 5 e A 48l s 8L (PhLimid., N-H ,C=N,N=N,
(4000 — 1700 ) cm™ claa il Al Lad Gpand ) Lo &5 analaall 538 103 550 a s Jageas
Adhicg ¢ (N-H) die gelaall Ge Lo e 5 4ile s Y15 A0V (0 C-H) D 380 alad y5y (a3 Al
(23-3) JSaY) a5 . 17 Aadll galaall s 55 plans L e 35 (1700 — 400)cm™ <o 5l
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| A jall o2a Cuile Ca (1666 cm™) ol ie (C=N) 3_aadl sadlall (abiaia¥) da jal dal )
Apimall il Y1 e Gl dlee Eigan o A1V ClaBeall apead JSEN 5 3280 5 a8 gall 6 U gale
aie L seda g (N=N) 5Dl sailall aliaiaV) 4 jal el 2o 5 saidal 3 daa o LS« A79) 200
Galhal 8 52l 5 o gall 5 AN 840 jall s Caliad s yall 2l Cal 3 (1413cm ™) o)
3,0 Gab e AN jualiall Gl sl ae Gl Alae 8 53V de sama aladl o Jy Lae cilaingl)
(1456- el (A sSi (Aet @l )3 (A ) 56 Cna Joadl) ddla (e 4oy j8l) 5 V) Ae sanal (a5 )
(769,692) haa,ll e slindl e o NS il yedal LS (H2, 3l cilaball CililaY1462)Cm ™
il Calall 1aa e e s Tilaial) e 4B b pal) Josdl) Sla 3 g s ) Ol saiom ™
(3736 cm™) 22l aie & yela a8 (N-H) de sane Lol ¢ Uagl a3 55 gailaly 33l Cile Lg3) Jan gl 43ains
ol lad ol Cupa Ly 55 4 3l cilabeall Cilydal a8 o udi 8 a jall oda yelais yall SN Cada b
o34 (a5 5E 83 Bk e (38N sV Il ) ae (A Laa sl 5 gl 8 <l i 4 A 3al)
O UL 5 a5 50 850 Uasi e 55l el (e oy (saall 138 (pana G jall 028 618y SlIXS 5 de gandll
O 31 0 s e SIS Bl axe e Ja (N-H) Ao sane Gong 2

— 3 al g Aalall aliataVl o s Cucadld 3 (400-6000M ™) G 5 sanall dilaial) L
vie jall ailCll Canla & jedai aldasaa o jal lan j5 Ledldal & ygla) 2885 puianal) Ciladaall (pa 5 5
(311-245) cm™ (el (paria i Leild Clainall M-Cl 3 e Jas <l 3) sial Lal(600-555) cm ™ aa il
Jsaall gm0 (70 CSI Gl s KBI Gl 8 pasis 43 Jleall (il 3 saa s o8 Lgild iy
LA pall a8 4 Hlal) aslaiaa g B o) jeald) a2 5V Calidal Sl 3(16-3)

Al Al 4B 4 AN AS)aBaa g LS ¢ paad) it dad) bl alialial s a8) ga (16-3) Jgda

Compound vC=N VN=N vN-H vPh.imid. vM-N
Ligand 1666 1413 3736 769
Co(l)complex 1672 1456 3740 694 461
Ni(ll)complex 1672 1456 3740 765 451
Cu(lhcomplex 1672 1462 3740 769 449
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"HNMR il (s 9 91 cpi )0 ¢y 9 0 cilalal 4 33 —16.4.3
NSl pshaliBall 6 9 i) (il O 590 s -1.16.4.3

Jifiall Ao gana Sligig 0 A 293 (12,67 ppm) Al Aa) HY) die Apalad daja bl ekl
dals 3 (NH) de sene (53930 ) 2525 (8.47ppm) dxibeasSl) da 3Y1 die 4 ja & jeda (s & CH,
Lo ya s Agila s, Clalall Cligis ) 2523 (8.2-6.03ppm) o Le suaedl aall Wb ¢ J Y
sie Ailel As) 315 (M7 Ll L je diia s TMS 5 DMSO-d® cadall I 3523 (2.5ppm)
A dalinall (59 6l ol canda (27-3) JSEN Cpm g ¢ Al 3 ga g e A2 (3.36ppm)

Cilbaall uwhliaal) 599 Cpi N Qg9 bl -2,16.4.3

AV aie Lolal o @jedl Gua el Gilkal (30-3) 5 (29-3),(28-3) JSEY) s
) Aaall sda asaiy by KU déaad 2,67ppm 5 JSeill 2Eadd 2.68ppm 5 sladll Sial 2,.63ppm
dal )Y die ¢jela a8 JlawY) dala]l NHie geae cligis pn Wl ¢ CHy Jiall de gane cligig
Cligig p Geh g (Ao Jall el KU Sl g oulaill ladadd (9,15, 8,22, 8.47) ppm
5 JSall saal (7.96-6.02) ppm s (il déadl (8.19-6.61) ppm a3V e dsle 5, lalal)
S 2525 (2.5ppm) AalY) die daja cltind) gaen el s ¢ el SN siadd (8.2- 6.72) ppm
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FLouu
1700
1600
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ﬁHAOD
1300
1200
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~700
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—400
-300
200
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o

ﬁu#OD

CPod

Parameter
Data File Name
Title
Comment

WN =

Origin

Owner

Site

Instrument
Author

Solvent

10 Temperature

11 Pulse Sequence
12 Experiment

13 Probe

14 Number of Scans
15 Receiver Gain

16 Relaxation Delay
17 Pulse Width

18 Presaturation Frequency
19 Acquisition Time
20 Acquisition Date
21 Modification Date
22 Class

23 Spectrometer Frequency
24 Spectral Width

25 Lowest Frequency
26 Nucleus

27 Acquired Size

28 Spectral Size

29 Digital Resolution

VONO WA

Value
BPC-ANALYSIS CENTER
A4-H
new experiment

Varian

inova

dmso
25.0
s2pul
1D

1D

16

a2
1.0000
5.0000

2.0494
2021-04-10T11:25:36
2021-04-09T23:56:03

499.67
7994.9
-999.2
1iH
16384
65536
Q.12
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-240

oG

Parameter
Data File Name
Title
Comment

W N -

4 Orign

5 Owmner

6 Site

7 Instrument

8 Author

9 Solvent

10 Temperature

11 Pulse Sequence

12 Experiment

13 Probe

14 Number of Scans

15 Receiver Gain

16 Relaxation Delay

17 Pulse Width

18 Presaturation
Frequency

19 Acquisition Time

20 Acquisition Date

21 Modification Date

22 Caass

23 Spectrometer
Frequency

24 Spectral Width

25 Lowest Frequency

26 Nucleus

27 Acquired Sze

28 Spectral Size

29 Digital Resolution

Value
BPC-ANALYSIS CENTER
Al-H
new experiment

Varian

2.0191
2021-04-10T12:19:03
2021-04-10T00:51:00

499.67




A3-H o 2282
new experiment = &§EE 320
RESSS3ERTCIRATSRBELAS AFH BSBEEER/S sS
B e T T T e A N - 7= V= V. V- P Mo NN N AN -
e S S SN N SN 11 300 AI‘XIV
280 BRUKER
260 g
-240
']
~220 Parameter Value
1 Data Fie Name BPC-ANALYSIS CENTER
-200 2 Title A3-H
3 Comment new experiment
180 |4 origin Varian
5 Owner
-160 6 Site
7 Instrument inova
140 8 Author
S Solvent dmso
120 10 Temperature 25.0
11 Pulse Sequence s2pul
12 Experiment 1D
100 |13 probe D
14 Nurmrber of Scans 16
-80 15 Receiver Gain 42
] 16 Relaxation Delay 1.0000
60 17 Pulse Width 5.0000
18 Presaturation Frequency
19 Acquisition Time 2.049%94
-40 20 Acquisition Date 2021-04-10T11:46:44
21 Modification Date 2021-04-10T00:17:00
1 -20 22 Class
' 6 23 Spectrometer Frequency 499.67
S 1 L 1 o 24 Spectral Width 7994.4
25 Lowest Frequency -599.2
RN L ¥ IR ¥ 26 Nudeus 1H
SEE 3 bS] 28 3 20 137 Acquired See 16384
~ S m -— - ~ o o
T T T T T T T T T T T T T T A T T T T T T T Mm mgﬂ”a_ mwm mmmwm
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Parameter
1 Data File Name
2 Title
3 Comment

4 Origin

5 Owner

6 Site

7 Instrument

8 Author

9 Solvent

10 Temrperature

11 Pulse Sequence

12 Experiment

13 Probe

14 Number of Scans

15 Receiver Gain

16 Relaxation Delay

17 Pulse Width

18 Presaturation
Frequency

19 Acquisition Time

20 Acquisition Date

21 Modification Date

22 Class

23 Spectrometer
Frequency

24 Spectral Width

25 Lowest Frequency
26 Nucleus

27 Acquired Size

28 Spectral Size

29 Digital Resolution

Value
BPC-ANALYSIS CENTER
A2-H
new experiment

Varian

2.04%4
2021-04-10T12:13:58
2021-04-10T00:44:41

499.67

79%94.4
-999.2
1H
16384
65536
a.12
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M= Co(II),Ni(I1),Cu(ll)

R= C—=N NO,

CHs

48 4y 3181 il o) el g A Ll 330k e da Bal) Agdulal) A8, ) 45 e -18.4.3
Al yall

Ll G Cu(ll),Ni(11),Co(ll) s il (5580 Ala (351 5l e Ao al) A8, Hhall 020 45 jlie sic
38 ) sl il slae) 8 Al s Al seadl e Slmd A 81y Alle 6liS 5 Aplua 5 33 23
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pladialy (11) by gSh pafil (g A dadula (330 jh aa Ao jilal) dydukal) 48, jhat) 4 84 (17-3) J 92>

L Adlis, il S
da jikal) 4iudalf 43y yhal) 4ihal) 43, yhal) 4ihal) 43 yhal) 4iuhal) 43 yhal)
) (11) s paiat Al aladiuly ALY aladiuly Al aladiuly
Alabadll RIS ol il HPEDN®" IDPBS 197 APDC®™®)
DMIPNI
O S 4l glaa
G Y - 0.05 — 1.00 05-7.6 11-76 0.12-4.0
pg/mL
uebaiaYl Julaa
)
‘”".{“’ 1 0.16x10° 0.3475x10* 0.4134x10* 2.35 x 10*
L.mol™~.cm
Sl Apiboa 3.7x10* 0.0193 0.0142 2.73
ug / cm?
Ll Aslaa 0.2827X+0.1253 0.056X+0.0303 0.0702X+0.011 0.2628x
auiaual)

Jaal) 0.2827 0.056 0.0702 0.2628
Lls ) Jalas 0.9996 0.9996 0.9996 0.9998
FRTIIN 0.0023 0.2846 0.3718 0.11

L.O.D pg/mL
RTINS 0.0076 0.9478 1.2385 0.14
L.O0.Qug/mL

ARy (1) JSil) il g A Al (31 sh g da Bl dpdudal) 43y phal) 45 8 (18 -3) Jga

L Adlide il ¢S
Ta i) Lokl Ao Rl | Agholal) Ay ) T sk 43, k) Tk 4a k)
) (1) JSl it LSl aladialy LS aladialy RIS aladiuly
Abslaal RS pladiuly HPEDN ®07 IDPBS (7 HIAP(™)
DMIPNI
O 5l dle glaa
G Y - 0.01 — 1.00 11-71 05-7.6 0.50- 5.28
pg/mL
akaia¥) Jalas
)
L rﬁ;ff’:f L 0.198x10’ 0.2648x10* 0.3317x10* 1.40 x10*
Jils palsa 2.96x10° 0.0221 0.0177 0.03800




ng / cm?

Lal) dalaa 0.6047X+0.3338 0.0452X+0.013 0.0563X+0.029 0.0663X+ 0.0749
ariiaal)
Jaadl 0.6047 0.0452 0.0563 0.0663
Ll Y Jalas 0.9998 0.9997 0.9995 0.9988
hdsl) aa 0.0076 0.3928 0.3954 0.38
L.O.D pg/mL
s aa 0.0256 1.3082 1.3156 1.22
L.O0.Qug/mL

plaAIuly (1) puladll il ¢ A) ddih 31k aa da jiial) dpdidal) 45, plal) 43 ja (19 -3) Jg2a

L Adlida i) oS
da i) ddudal) 43y yhal) 4odaat) 43, Jhat) i) 43y yhal) ikl 43y yhal)
) (1) aladll et AT IAREC N @l aladiul R IAREC N
Addlaall S RISAKECR HPEDN ¢29 IDPBS 1% MBBA| &)
DMIPNI
Gl Ais glhas
G Y - 0.01 — 1.00 1.7-54 12-82 5- 80
pg/mL
oakaiay) Jalza
)
‘*”\1_1" 1 0.857x10° 0.5038 x10* 0.2628x10* 0.127 x10*
L.mol™~.cm
Jaiba Lpba 7.41x107 0.0039 0.0241 0.040
ng / cm?
bl dlalea 0.5381X+0.1274 0.2519X+0.0043 | 0.0414X+0.0246 | 0.0020X+0.0297
auional)
Sl 0.5381 0.2519 0.0414 0.0020
hls ¥ Jalaa 0.9995 0.9994 0.9994 0.9995
PRI 0.0055 0.2217 0.4351 1.924
L.O.D pg/mL
AN 0.0205 0.7385 1.4487 6.415

L.O.Qug/mL
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gl 335 Sy le gz siie ldg Aapy Ayl a5 alEll 455 5Y) AR ylay KN st ai )
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. sabie (aliaial aed Lgd 45 sle Cilaing

L a3l ae Cu(ll) , Ni(I1), Co(Il) clainal 4yl — i) 358 AdY) Gkl o Lan ) ¥
alasin) Lalal I iy Lae aSIKU kel pabaiel) add (e 58S o) 4 sall J1 sk Ladd
Al all 28 3 laa) s 3 dal) jpasl) 8 Cadls))

Sxy Ay s g Aapesy sl CaISH aa Cu(ll) , Ni(11), Co(I1) 3kl i s i 48y yla o)) ¢
da s il Claaall 4yl jEia) (e )y RIS S g ducadal) Al e sl Cag okl cuds
DS (e el 5 s3ad Gy — o o s3El e glae g AiLaY) et o3 ) sl
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Abstract

This study involves synthesis and identification of a new azo reagent , The
reagent was synthesized by reacting of P-aminoacetophenone with P-nitroaniline in
the first step by diazotization reaction , then reacting with 4,5-diphenylimidazole as a
second step to give the reagent 1-(4-(((4,5-dimethyl-1H-imidazol-2-
yl)diazenyl)methyl) phenyl) -N-(4-nitrobenzyl)ethan-1-imine(DMIPNI) .

The reagent was characterized by using FT-IR spectroscopy and ‘H-NMR
spectroscopy . Metal complexes with Co(Il),Ni(Il),Cu(ll) were prepared. The ligand
and their complexes were characterized by FT-IR spectroscopy and 'H-NMR
spectroscopy.The physical data were investigated such as molar electrical

conductivity, melting point and magnetic sensitivity.

The optimal conditions for the formation of these complexes were studied such
as acidic function, reagent concentration , time the stability of the formed complexes ,
effect the temperature on stability of the complexes , the order in which the
concentrations of reaction components are added and that obey Beer- Lambert's law
were determination by calibration curve within the range (0.05-1.00) ug / mL for
Cobalt(ll) complex and (0.01 — 1.00 ) pg / mL for Nickel(ll) and Copper(Il)

complexes .

The sandell sensitivity, molar absorption coefficient and correlation coefficient
were determined and they were as follows( 3.7x10* pg/ cm? 2.96x10°ug /em? ,
7.41x10°pg /em®), ( 0.16x106L.molL.cm, 0.198x107 L.mol™.cm™, 0.857x10°
L.molt.cm™) | (0.9996,0.9998,0.9995) for Cobalt(ll), Nickel(ll) and Copper(lI)
complexes respectively.



The equivalence of the constituent complexes was studied by finding the ratio
of metallic ion to reagent (M:L) using molar ratio method and continuous variation
method , the results indicate that the ratio was (1:2) (metal: reagent) for all
complexes. The stability constants were
calculated to be ( 12.1359x10" L / moL) ,( 3.4515x10" L / moL) and (15.0866x10"
L / moL) for Cobalt(Il),Nickel(Il) and Copper(ll) complexes respectively.

In addition to that , thermodynamic function AG°,AH° and AS° were
calculated for the synthesis complexes at different temperature
(288,298,308,318,328,338)K , it was found that the stability constants of complexes
decreases with increasing temperatures because it is exothermic reactions and that the
reactions of formation of all complexes occur spontaneously. The charge of the
dissolved complexes was determined using the electrical conductivity and magnetic
sensitivity and the results showed that all of complexes are uncharged, and from it we

conclude that the complexes formed are octahedral.

Also, the precision, accuracy and sensitivity of the spectral analytical method
used were determined using standard solutions of selected ions with standard
solutions of reagent from which the standard deviation , relative standard deviation
and the relative percentage error whose limits were not exceeding (£5) and
percentage recovery for three different concentrations it was concluded that the

spectral method used is of good accuracy, precision and sensitivity .
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