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[nvestigation Report on Enviromental
Water Pollution by Diphenyl Derivatives(part2)

Studies on Gaschromatographic Determi-
nation of Phenylether in Sediment by
using Alkaline Hydrolysis
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Syuzo Ilchikawa and Nobuo Takasugi

A method for gas-—liquid chromatographic
determination of phenylether in sediment
was developed.

The method was based upon the finding
that phenylether was stable to potassium
hydroxide—- ethanol solution.

Iug of sample sediment is mixed with

potassium hydroxide - ethanol solution and
digested under reflux for 2 hours. After

cooling to room temperature, the digestion
mixture Is extracted by n— heptane.

Interfering substances are eliminated by

Florisil eolumn chromatography and phenyt -
ether is eluted with n—heptane - ethylether

(9 :1). Then the eluate is concentrated,

and determined for phenylether hy GC-FID.

Recovery of phenylether from slurry diato-

maceous earth was more than 92%.

The detection limit for phenylether was
0.2 ug g (wet base ).
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Alkaline hydrolysis

heated with 50mé alcohelic KOH for 2 hrs on

water bath equipped with reflux condenser
_Extraction

added 50mf n- heptane

washed flask with ‘20mf n- heptane

added 300m¢ water, shaked for S5mins

n-Heptane {(upper . layer ) : Lower layer
washed with 100mf added 50mf¢ n-heptane shaked
water three times, for 5mins

dried with anhydrous Na; SO,,
concentrated to 5mé
Florisil column chromatography
(Florisil 8g)
developed with n-heptane—ethylether ( 9 @ 1}

at- the rate of one drop a2 second

Eluate (10mé~ 30mL Fraetion )

concentrated to smé exactly

o

GC-FID

Fig 1 Flow sheet of phenylether determination in sediment
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Fig 4 Florisil column chromatography
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Table.l Recovery of phenylether ‘added

to slurry diatomaceous aérth

Phenylether 25 250
added (pg)

Max—Min (%) 94 — 92 97 — 92
Average (n=4) 93 §4
spf ot 7

+ standard deviation
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