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(DME) and fast scan differential pulse voltammetry (FSDPV)6 and linear scan vol
tammetry (LSV)1 at a hanging mercury drop electrode (HMDE). The sensitivily of 
the latter two methods was increased through adsorptive accumulation of the studied 
substance at the surface of the hanging mercury drops. All these methods have been 
found useful for the determination of low concentrations of a number of genotoxic 
mono-azodyes9 ,10 and bis-azodyesll ,12. 

EXPERIMENTAL 

Reagents 

The stock solution of semitrypane blue (c = 1.10-3 moll-I) was prepared by dissolving an 
exactly weighed amount of the pure substance (Research Institute for Organic Synthesis, Pardu
bice-Rybitvi) in redistilled water. This stock solution and more dilute solutions prepared by 
precise dilution were stored in the dark. The purity of the substance was controlled by thin-layer 
chromatography13 using Silufol UY 254 plates (Kavalier, Czechosl'avakia) with a I-propanol
-ammonia mobile phase (2: I) and the concentration of the stock solutions was controlled 
titanometrically14. The remaining chemicals (phosphoric acid, sodium hydroxide, acetic acid, 
boric acid) were of p.a. purity (Lachema, Brno); Triton X-IOO (alkylphenylpolyethyleneglycol, 
Serva, Heidelberg) was used as a 0·5% solution in methanol. The water used was doubly distilled 
in a quartz apparatus. 

Apparatus 

The PA 4 polarographic analyzer was employed in combination with an XY 4103 x-y recorder 
(both from Laboratorni pfistroje, Prague). A three-electrode system was employed with a satu
rated calomel electrode and platinum foil auxiliary electrode. The potential values given are 
related to the saturated calomel electrode. T AST and differential pulse pOlarography were 
carried out using a classical mercury dropping electrode with the following parameters: mercury 
reservoir height h = 49 cm, drop time t = 6·5 s and flow rate m = 1·113 mg S-1 (in O·IM-KCI 
with an applied potential of 0 V). Where not stated otherwise, a polarization rate of 5 mY s ~ I, 
electronically controlled drop time of 1 s, mercury reservoir height of 49 cm and pulse height 
in differential pulse polarography of -100 mY were employed. The hanging mercury drop 
electrode employed in fast scan differential pulse voltammetry and linear scan voltantmetry 
was the SMDE 1 static mercury drop electrode (Laboratorni pfistroje, Prague) with a capillary 
diameter of 0·163 Mm. Where not stated otherwise, a polarization rate of 20 mY S-I, maximal 
drop size determined by opening the valve for 160 ms and a pulse height in the pulse technique 
of -100 mY were employed. Oxygen was removed from the polarographed solutions by bubbling 
with nitrogen, which was purified by passing through a solution of chromium(I1) ions in dilute 
(1 : 1) hydrochloric acid over zinc amalgam. 

Coulometry at constant potential was carried out using an OH 404 coulometric analyzer
(Radelkis, Budapest) with automatic residual current compensation and electronic charge 
integration. An all-glass coulometric vessel with a volume of 200 ml and cathotte and anode 
spaces separated by a frit was employed. The anode was a mercury pool, and a saturated calomel 
electrode and platinum foil auxiliary electrode completed the circuit. The solution was stirred 
during reduction by a magnetic stirrer and bubbled with nitrogen. The pH ,was meaSured :using 
a PHM 62 instrument (Radiometer, Copenhagen) with a glass indicator and saturated calomel 
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