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ABSTRACT

A flow injection derivatization for high performance liquid chromatographic
(HPLC) determination of iodide was investigated. This proposed method was based
on a reaction between iodide and 2-iodosobenzoate in an acid solution resulting in
iodine and 2-iodobenzoate. The iodine was allowed to react with 2,6-dimethylphenol to
yield 4-iodo-2,6- dimethylphenol and iodide. The solution obtained was injected into the
HPLC column for separation of iodophenol before UV detection. The configuration of
flow injection system was designed for precolumn on-line derivatization for HPLC.
Standard or sample solution was injected into a water carrier stream via an injection valve
of a 500 pL sample loop and then flowed into a merged stream of 2-iodosobenzoate,
2,6-dimethylphenol and phosphate buffer (pH 6.4). The zone of mixture of standard

and reagents was allowed to pass through a mixing coil and then the highest iodide



concentration zone was selected for filling the HPLC injection loop by a 3-way
switching valve. When the HPLC injection loop was fully filled, peristaltic pumps were
stopped and then the solution was kept in the HPLC injection loop for 20 minutes at
room temperature. Then this solution was injected into the HPLC and iodophenol was
detected at 244 nm. The proposed combined technique of HPLC and FIA was
applied to determine iodide in mineral water.

In addition, a flow injection potentiometric system for determination of iodide
was investigated. Standard or sample iodide solutions were injected into a carrier
stream and flowed to a flow through iodide ion selective detector for continuous
monitoring. A two-line FI offered better peak profiles due to the difference in ionic
strength values of sample and carrier. The on-line dialysis dilution of samples was
incorporated. This proposed method was applied to the determination of iodide in a
liquid pharmaceutical preparation. It was found that the recoveries of this method were
87-115% (n=10). The results of this method based on the t-test were not different from
those of the FI-colorimetric, and batch-ISE methods. Additionally, a reverse-flow
injection determination of dissolved oxygen in water samples based on the Winkler’s

method was also studied.



