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2- :\ll?”l)'ll)l-"-'(‘"-hl”_\"]]\'l(‘ll')l (MATRP) forms 13
(metal s ligand) complex with Fe(11) at plld, showing
maximum absorbance at 660 nn, T'he complex abeys
fleer's faw In the range 1:0 < 107410 v 10777 ],

wIITH a view to developing a suitable anadytical

technique for the cstimation of reactants in
phenal-formaldehyle reaction, the complex forma-
tion of ]\]leno![].lilmmlm(‘.ll\)‘lr\l with Fe(lll) was
investigated by Dakehinamuethy and Santappal
] Dejong ef al. The preseit note deals with the
spectraphotomelric  me norl ol estimating 4 Lrd
Bt yldienol (AP 2amethvlol-d-Lorl Dudvlphiensd
(VU A probable strechure as propose:d fon
the }’.--nurf’\ylul-4-t:‘rl-hn(_\_'lphnn'.-l-I~'c(l!.l) comyplex.
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Stacl solations (0-221) of 2-methylol4-ferl-butyl-
phenol (2M4TBP)* and 2.6-dimethylol-4-fere-Dutyl-
phevol (2, 6M4TBP) were prepared both in 50 and
8094 dioxane-water. Suitable dilution of the stock
solution with the same solvent system gave solution
of lower concentration. Dioxane (AN, BDH) was
purified using the procedire deseribed by Badinh
and Chandrasckharan®. B

Ferric chloride solution was prepared by dissolving
hydrated ferric chloride (AR, BDH) in sufficient
water and hydrochloric acid (AR, BDH) to make
up exactly Nf2 solution. ~The exact normality of
the solution was determined by titrating ferric
content by the usual iodometric method.

Prsparatiois: of, 2-mathylol-4-Lri-butylpienol-Fo(I1T)
complsx —.T0.30 ml of 2-methylol-4-teri-butylphenol
were added 10 ml of ferric chloride of equal concen-
tration. The resultant solution was green in colour,

It was then made up to 50 ml for optical density

measurements employing 50.and 80% dioxane-water
as blank.

The method of Vosburgh and  Cooper® was
employed to defermine the e of the complexes.
Mixtures continine 121, 1:2 and 1:3 mole tabion
of Te(lLY) to 22LETBP were preaved, Absorbanae
measurements were cartied ont hetween 400 anl
200 nm. All the mixtures showel maximmun abe
sorbance al 600 nm,-thus indicating the formation
of a single complex.  All the subsequent measure-
ments were therefore carried out at 600 nm. .

The complex was found to give constant maximuim
absorbance in the pil rawe 3-5-4-5. Thereiore
pH 4 was selected tor all fu-ther studies and it was
maintained using 41 ml ot Afj3 acetic acid and 9
ml ol M5 sodium acetale.

The comvosition of the complex was determines)
using mole ratio method®, keeving [Fe®*] = 2-0% 10-3
M and varying 4TLP2M4TBP concentrations in
the range 0-3-8:0x10°Af. There was a rapid
increase in he absorbance at 600 nm up to {I'e®)/
[2M4TRP] ratio 1:3 and thereafter it became
conslant (herehy wdicating a0 1:3 steichiomelry
of (he comples. The above rerulls were suppiotied
by the miethiod ol confhmons viriation®®,

A linear relationship was obsaived between con-
centration and optical density over the rane
1:0x 10 to 1:0x10°2A7 at GOU nm. ’

‘The suppression of eolour formation with increase
in dioxane contenl (50 to S09% <ioxane-wafer) indi-
cated that the complex might be = non-clecirolyfe.
‘The formation of colonred compleses were notired!
only in the case of 2MATIEEP wlhere formation ol
chelate rings are possible and f-methylol-2,6ditert-
bulylphenol did not form coloured complex with
Ye(IIl), LEvidence for tle jonization of only one
hydrofen of phenolic hy froxyl froup obviously,
was provide:d by the po‘entiometric titrations. Al
theze observations can be explaiined by assipning
structure (I) to 2-methylol-4-Lerg-butylphenol-Fe(Lll)
comvlex.
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