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Flg 1 Ligid Chromatogram of Rice Bran

(&) purified by Florisil column chromatography
{B) purified using Sep-Pak Silica
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Fig. 2 Excit'ation and Emission Spectr'Um' of PB
excitation - - emission
concentration of PB, IOyg/mE in 80% etnanm
condition of fluorophotometer;

excitation bandpass : Snm
emission bandpass : Snm

Tesponce : Zsec
- scan speed : 60mm/min
Table.1 HPLC Condition

- TSK—Gel ODS 80Ty,
(4 Omm i,d;x 25¢m)
T Water | Ethanol=2 © 8

Colurnn 7

Mobile phase -

Column temperature : Ambient

Flow rate 10 6mé/min

Wavelength : Excitation 290nm
Emission  “325nm

“Timé “coristant 11 B

Sensitivity 1

“Injection volume TH0p L.
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Fig. 3 Elusion patterns from Sep-Pak Silica
-0 n-hexane: diethyl ether(9:1)
A—A n-hexane: diethyl ether(7:3)
[+ n-hexane: diethyl ether{5:5)
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Fig. 4 Calibration Curve of PB..

Table 2 Recovery of PB added to some samples

Sample PB added Recovery
(wgy %)
@ ] . -

~ Medium flour , 1.0 50 4
" Soft flour 100 96 2
: *American cherry : 10 82 0

Orange . . ;
(fruit with membranes) 1.0 82.0

B

Hard flour 10 62 3
Pineapple 10 94 3
Orange (peel) 10 98 5
Rice bran 50 62 7
0.5 76.5

Clean up method

i Fiorisil column chromatography
{B) Sep-Pak Silica
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Analytical Method of Piperonyl Butoxide
in Cereals and Fruits

Atsuko Abe, Minoru Séfo, Kakuyuki Ouchi
and Yoko Kikuchi

ABSTRACT

The anaIytical method of piperonyl butoxide (PB) was examined by using a high
performance liquid chromatograph equipped with an ODS column and a fluorescence

detector

“The retention time of PB was 9.5 minutes wten 809 ethanol was used as a rmobile
phase. and in this solvent, maximum wavelength of excitation and emission were 290nm,

and 325nm respectively..

PB was extracted from the sample with n-hexane The concentrated extract was
added to Sep-Pak Silica to adsorb PB. After washing with n-hexane, the PB was eluted
with a mixture of n-hexane: diethyl ether (7 : 3}.

Recovery in this method was 62%-98%, and the clean-up effect was about the same
as in the previous procedure of florisil column chromatography.
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