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Abstract:

A new chromogenic reagent , 2-(6-Bromo-2-benzothiazolylazo)-4-chlorophenol (6-BrBTACI)
was synthesized . A sensitive , selective and rapid method was used for the determination of
molybdenum (V1) and tungsten (VI). 6-BrBTACI reacts with Mo(VI) in the pH range (2.0 — 4.5) to
form yellowish complex and reacts with W (V1) in the pH range (6.0 — 7.5) to form pink complex .
Beer's law is obeyed in the concentration range 0.01 — 1.6 ppm and 0.05 — 4 ppm for Mo(VI) and
W(VI) , respectively . The molar absorptivity and Sandell’s sensitivity values of Mo (VI) and W
(VI) complex were found to be 1.352x10° , 9.422x10* 12.mol™*.cm™ and 0.00012 , 0.00027 pg.cm™
at Amax 392 , 508 nm , respectively .

The detection limit , stability constant , relative standard deviation , relative error , and recovery
for this spectrophotometric method were estimated for (1.5) ppm standard solution of Mo (VI) and
W (VI) complexes .

The most important interferences were due to Co®* , Ni**, Cu*", zn** , Ag", Cd*", Hg*", Pb*",

CrO4* , were studied , and suitable masking agents were used . This method was applied for the
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determination of Mo (VI) and W (VI) in samples of local common salts , such as brines and rocks
salt. The results obtained were compared with flame atomic absorption method for Mo (VI) , and
with thiocyante method for W (V1) .
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Laalall Al (e dadl) 228 2ie alslaa (5l yuady CRISH 8 Ba0n 4y ) 58 505 S Ao gana ) sedn sy RIS o) Ao e
Ol Cpaieall S lai Gy Lae 02 (4 01 (i ae Jelall CadilS 5 a5 yael) o sl (b Al J o IS
Apalaial) lati Jull

e gall 38l Y &lét.j slall 4 S dank 3 6-BrBTACI (aai_'lwd\ Lﬁ}m’d‘ il S G o 2 gan g
LB Al il e (g semndl ) gl Juai ) e Lall 3 HSH Claganll A6 o gl el s

1 5 (4¢3 ISl Lariiuall i all Ay e dde oo Laa el oy s slSIL Cpualiivdl 5 cpinall Galiaial ol aa g 3)
el Y (S5 a8 ) s AT Aals G ¢ Aals e a5 ) sISIT el Sl eI J el s (3 g o) oS

Lball 5 jlaal) (finia

oo Al 5 ALal) cally 5 e SIS e (il g o il pal) 2l 8 ladl inta (6 ¢5) IS
—0.01) cs2al) ey ¢y 53l 48Lbail ey 4] o gainad sall el 5 (3) S (e (s 3], Radiiosal) 2 guianll iyl
Jedlra s g salally ¢ 38 0.009 =D.L i€ a8 51=0.9997 bl dslaars 3.0 = pH 2ie 5 sl s 32 (1.6
il o3a Fass ol 2 5w 0.00012 = S Juilas drabn 5 Mo MU se 51110° X 1.352 = £ 5¥ sall paliaia)
U DA UV (R EE G

s 7.0 =pH e s O skl s 3a (4-0.05 ) el Gan L 038 ABllail ey 4l LuSiill soadl 5 (4) JSEN Lain
Aaaiul Fa ol e 5 Sk 0.00027=S 5 Ve Jse. sl 10*% 9.422 = ¢ 5 ¢sldl s 3a 0.04 =D.L 5=0.9999
OSaall ey 5 Ayl 3 A gall A4y ylall o3 o a5 ,Y sl aliaie¥) Jalae dad A G, Ll bl
. 6-BrBTACI s seandl Sl gy 5 Cppusland) (il 5 o saiand sall (500} (0 Alizall 580 80 (a8 Lgalaail
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2007 4iud (4) 2ad) (12) Aaall 48 pal) 2 glall dpaldl) Alaa

¢ CriResit ¢ Qe Sl 618 A e lasa lSiludl g Alal) Gudally o gaidad gal) dinal 8 plaall ada : (5) JS4

y =0.8451x - 0.0025 2 q
r=0.9997 for H20 solvent —e—H20
—B— cyclohexane
—a— CCl4
y =0.93x +0.0181 ]
r=0.9995 for cyclohexane solvent *— nitrobenzene
—6— CHCI3
v)
Ko
y = 1.0035x + 0.0245 <
r=0.9995 for CCl4 solvent
y =1.0582x + 0.024
r=0.9989 for nitrobenzene solvent
y =1.1512x + 0.016
0 0.25 0.5 0.75 1 1.25 15 1.75
r=0.9991 for CHCI3 solvent
Conc.
post gl
y=0.3652x+ 0.0036
r =0.9999 for H20 solvent —e—H20
—a— cyclohexane
y=0.3949x+0.0113
r=0.9998 for cyclohexane solvent ccla
x nitrobenzene
y=0.4096x + 0.0185 " x  CHCI3
r=0.9996 for CCl4 Q
<
y=0.4426x+ 0.0388
r =0.9986 for nitrobenzene solvent
y=0.476x+0.0311 1
r =0.9988 for CHCI3
0 1 2 3 4 5
Conc.

Co g ¢ o sa S 4y 35S al e (huasa SISl g (el Gupdally (PLuE el § plaall aia ; (6) JS&
s s sl

Composition and Stability of Complexes Cadiral) 4 ) il g dagula
6- —adlSll e (V1) STl 5 (V) popirad sall (sl Gale 0 sS0all elall (8 i) (el dapda e o el 5
CailSs A pall Conall 48y pha 95 paiasall byl 36 5k aladiuly s (LiM) <adlSll /5 A (e JMS 0 BIBTACH

Sl He sl g giand gall (0 JSI7.0 =pH 53.0 =pH e 5 (2 : 1) ) dsba
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2007 4iud (4) 2ad) (12) Aaall 48 pal) 2 glall dpaldl) Alaa

= 0 p st sall amal Apaly cuil€a olial 8 O (4 = 1) c¥aleall o gy )il i s SSall da ja s a3 LS
s 5110° % 6.218=Kyta 5 0.072 = o Ginill Sine M Asillsy I e 230 10° x 4.214 = Ky 5 0.052
U s Laginal 53 (a5 Alle 4 ) jialy Glaialy paiaall o Jaal ) Y] il 5 ASEl Za al adl) 038 (4

(RSN o AL A0aS 3 5 50 ) (P S Al g Maall ) 210 dpaliaial) =As
(RSl e Baly ) 3 0 ) ASSdie e Allay g daall Yy e dpaliaial = Am
ABn <> A+nB......cccven. (2
C 0 0 Sl Ja 5 il
C(l-a) oac nac  olsil xie S )
15l s Clas gy e 1 juma diaall SN 3€ 530 Jisi C

ac)(nac)"
inst. — ( )( ) ...................... (3)
c(l-a)
1
Kstb = Kinst- ................................. (4)
0.072=aqa 3 e).-,\-'d_\:d)d\m Ooszzajuﬁ‘ﬂju_&&\wdeyy 10_3><1 = C 52 =n i 1S

Al siea)

datal) dldas) 48, jhal) Jasida g 43

O JS15 G salalls ¢ 5 (1.5) 3o i (el (pd sdae A0 ¢ a1 (8 dntial) dylall 45, Hhall Jayia 9 483 (e
S.D (bl ol iVl (e IS Qs a5 2B JSI i) o plall Bopai dny s Plall cndally g (il 5 o g sall
%Erel (s 5iall cnill Undll ovm LeS | 58 il iy 3 yuinne Jillaa 3 551 9R.S.D (5 s3all ansil) i) il i)
(1) sl (B e LS OpRe 4iall gl jiuY

Opiaall AT Ahlal] 45y Hhal) Javia 5483 (i (1) Joas

Complex S.D R.S.D% Erel Re%
Mo(VI)BrBTACI 0.0074 0.902 -0.22 99.78
W(VI)BrBTACI 0.0059 1.036 -0.17 99.83
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2007 4iud (4) 2ad) (12) Aaall 48 pal) 2 glall dpaldl) Alaa

Lgelatinal (a5 e Jasia 5 48y 3 Aulladl) 45, Ll 038 () e 90Re 5 %ETel 5% R.S.D 5 S.D af (0o Laa3l 3
| RS gy (il o giagd sall (po JS oSl il 3

Ay ) Lagua) g (2 Al 4 9 Cptinall o 5

o S el (e jpmat 35k e 6-BIBTACH <adlSll wa (V1) GinsSil 5 (V1) psiond gl (sdina cams i o
pbia Jslae (Al (5 38l & oY) ae (LAY J salIl el CallSl Jglan 7 50 Gaoba e (20 1) Adse Ay 5 o) il
JsaSIly o5l yasae laiall elally Loghust oy cpuad )l iy o5 ¢ Cpainall o i laaie « Ly ji 7.6 = pH b DAl
p sl sall 2Bas (0 JSI2'(331 — 333) 5¢7(215 — 217) (o) aslase ailSi Lagl Jleaaai¥) dn 5 sy lidin o 18V
s e piusal

, CHCl3, CCly “luie (o8 (gl sy Lagd) Jan 5 ¢ dgdadl) o 5 ddadll Clpdall & (el (108 ()l 93 4048 Cuand LS
¢ S SISl 5 Gl golall 5 algnalle ) sill Clde (8 L sY Legdl V) 0 5] s DMSO , CoH,Cl , CoHsOH
e 48 aes el y dmalall 4al s U ASlial ¢ ydall il A & e Lt ol sal) (e el e aainy 13a
O B s pugll el V1 0355

3)) Arpaall A8 el Ag il oLl 8wl 5 IS 5 Janindi L) dua bl (paiaall 4 )Y all diliaa gl ol LS
OV E LAl Al 8 dieall 45 31 (gnall

V) J5asl 5 ) i) Laa Agadl) 8 pilise Cpande 8 o) a e SIS cpliall el (e dama (35 A3l i 3)
(2 dsaall) dua sill Slea aladinly dae JSIA, )Y sall dla gill Aad (uld

01 5 LAV JaSl ey il 2, sl i s 8 (2) s

Complex Molar Conductivity , cm®. ohm™.cm™
Ethanol Acetone

Mo(VI) - BrBTACI 73.20 120.30
W(VI) — BrBTACI 82.70 131.50

6-BrBTACI <l pe (pdiaall (03 O (o Gty (paaall S8 5 (el (238 (8 43 )Y sall dlia i) o ddasDle (40
s (ol Al At ) dhaal) 358K Laed  Jaat Al 038 5 ¢ A 00Y) Auall Lagd el (pdinna cpil g €0 e 55l
b ol O3 3 e 5 Al il o & V1 4l Jaa i) e pe (3 138 5 (21 1) gl (pania 4
z A O Sy AT A )Y sl Adiaa il il 5 (L1M) A s (g0 Lgle J gmand) a5 il 5 iliall & 3d) il L )
D (7) JSA (B e LS (i) (pded A Al Anpall
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Cl

o—M=—o0 XH>0O

o/
/ \ M(VI)=Mo , W

Cl

9‘9,,\34,\,)5‘94.“ éM;\AJM‘M’ \:(7)‘3&&1
6-BrBTACI «adlsl) aa crinsiil) g

aolaal)
e gVl s il (sae 48 pead Al all 08 (4 V) (aBae ae Ao sall s ALl G ) e dae JAAS G )
A L ) 3 g g cpainal) (pig) ralaeY) Aad 8 il - sas 358 F0,005 ke il s ¢ Laglaaloaial
S K P S SV CR KV PG PN PRSP P 0 AP (| IPRPRP O P CR W OV [ 9 TR R PO
Al Al A sl JS 3855 (e by Ay ) Al € 5V 038 Cadal gile e il 5 o giianl sall (saine Lualiaial
e Jalamy S Ll AT AR 5Pt Fet? ) M2, Ca'™?, Mg™, Na*, K dos sl i Ll
A 28 s S 388 (e By Ky ) LS nal sie
il il ae Jeli Ledld CrO 2, Ag™, PO*", Hg*", Cd®*, Zn®*, Cu*" , Ni*", Co®" wligl il
el sall sl aatrace amounts Alias ClaeSy ol sl gle ey Adiall 4 il iy 18 (ea BrBTACI
|l g Lea 5 die pudand) ikl
s ) (A Jam sl g g sSAall painall ga A0S0l Dy gl 5 g0¥) 038 ama (ym jal o jladBae ) jal o3 Gl
O S A il il (e @l sl (mala %2 (e ibile (1) Al caast o oS0 Zn*, CU* | Ni**, Co**
- Sl g guiand sall () ) 4aeS (a3 e 250
5-sulfosalicylic $2¥300.01 G ibile (2) dlals aad o) (8a CrO,”, Pb* Hg®*,Cd™* Ag" <iliss
S 5 o spiad sl ¢ s daeS e B ye Ak (e IS LSy San sile e acid
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2007 4iud (4) 2ad) (12) Aaall 48 pal) 2 glall dpaldl) Alaa

O s a8 AL Lagipat) CaBISD 1an aladinl aie Legudany e BANTE (V) (il 5 (V) pssiasd sall (S50 O
(1) e 2 sie ST () salall ¢ 3 (10) aad a3 gaaall Sl 5 55 (e %1 e ilile (2) Adlialy o siand sall (e (sl
O ) S Y aals (5 )Y 50 0.1 = bl (1) A8lialy (Sl (e o sl gall (sl ana g o ol 9o O salally 6 5o
el dpcadall A0l o) Ll | (55 0 by ¢ 3a (1) gn 23 s o stiad s () salally ¢ 3 (30) Ay ly i 50l (el
7.0 5 pspirnd sall 2baa Al 50 vie Aladall o s jliiel 3.0 1 A sbue (585 Cuny el Al 8 A5 el Jilladl)
. Sl e Al o die Aliadall o la el
Slidatl)

dales (e 33580 dale il 8 Candl 13 3 Aiiall dalal) Al Alafils sl adl il o psand sall (paans o3
s seall 29y K el o Jgeandl (i 23 @) all / gl A peliall joall dare Lgie ol (Al 5 54l dadaa 55 glasd)
Ledt (P2 8aila a8 i il 03 ¢ A glSU 1agall 5 Cpamn g el 2515 5180 delin (yal 2 Y padiuy (535
- Gl g o sl sall e O selal) o] o) aadan o Al CilaS e (5 9

J slanall A o) Aallal] o lil jiadd Ll pe Aie (K0 i oy sl (i 22l ) el o e lia S i
$os2al e gy 1M L (e A8Ua i () (5255 (Al 5 Laaiiunall 4500 50 Al jeSU A8 (8 (cal ol ) (oLl
D) SRR i el el S 138 (5 sinn 48 jaa

bl s i <5 O D A pall il (s oty adati ) Aasilly (508 52 (28 paie o giaulsall O Lass
() 1T Lagmns ae LilaasS (005 Lagh €05 (il pn cain ) Lia (5541 cilalally )l Baaldl) ) il
48 )l 5 6-BrBTACH <adlsll aladiuly g o ol 5 oS aa <ald 5 400 5 dbian 5 ddarin g Aoy Aiida 48, jlay Laginas
3 Jsadl ) b i) &yl g NoO / it gl (53 onell (5 )1 aliata¥) & jl o i) 45 e 5 Aol il
(45

poigaall 25l (5 jbe 6 JuSI A B pdaaall g Cnl sl g Apalall ) siual) clie A (V) pusided sall 4pas (3) Js2a

p.p.m 328 Mo(VI) dxS
z 3l @A (alaia¥) 44y )l 28 iall 35y | R.S.D%
el Gl
8 sbandl Alas 73 ga 0.420 0.470 0.960
Sl dalas 73 g 0.630 0.610 1.220
el Jlaall 23 5a8 0.450 0.480 1.041
(el

pogeal) 2 olsl (g L 6 JuS) s B puanall g (il yall g dpadal) siall e (& (V) Ghesil 43aS (4) Jo2a
p.p.m 5,35 W(VI) 4
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gl il 5l 45y )l A8 4kl 45, L) R.S.D%
aal
5 and) dalas 73 g 3.815 3.803 1.033
Shall dales z3 gad 3.542 3.610 1.120
el Jsdaall =3 5 3.907 3.925 1.068
(&)

A sk Candl 1in 8 daiall Aatl Al e (33155 el o Baads ¢ o saadl a8 il il (e
(V1) Gl (e ) Apailly il 581 25 51 a5 (V1) sinad sl (e 1 Agailly el (531 (il
S8 a8 233505 o) (St B-BIBTACH (5 seanll il ddau) gy o) 28 Gatial) dlal) 43 plall o)l i @13
 lle Al 5 38y (&) ¢ ol il ¢ shn ) Rk ¢ e 3 e B 0yl (i a5 3
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