Analysis and Survey of Residual a-sodium naphthyl acetatate in Fruits

Seiji NISHIDA
Sammary

A method for the analysis of 1-naphthyl acetylacetic acid(NAA) in fruits by HPLC was developed
NAA was extracted under acidic conditions, and determined by HPLC with a fluorescence detector The
chromatography was performed on a SPHEROSORB ODS-2(4.6mml.D.x 250mm, 10um) with a mobile
phase of MeOH-0.0IM KH PO (1:1), pH3.5, a a flow rate of 1.0ml/min, and wavelengths of 280nm
(Ex) and 330nm(Em) The recoveries of NAA at the level of 0.05ppm from satsuma mandarin was
86.1% The detection limit of NA-Na was 0.05ppm NA-Na was not detected in 26 samples of domestic
fruits(cherry 1 fig 2 grape 4 loguat 1 peach 2 pear 7 persimmon 2 plum 1 satsuma

mandarin 5 watermelon 1)
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100g 2mL
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1% 20mL 5
10% 2mL
30mL 5
10mL 2
HPLC
1mL 0.45pm
HPLC 10uL  HPLC
Fig.1
Fruits 100g

| adH PO 2mL
Crushed by Mixer
Sample 10g
| ad diethyl ether 25mL | x 2
Homogenise
Ether phase
| add 1%NaHCO  20mL
Shake for 5min
Water phase
add 10%H SO 2mL and diethylether
30mL
Shake for 5min
Ether phase
dehydrate over anhyd. Na SO
evaporate to dryness

Dissolve with mobile phase 1mL

Filtrate(0.45um)

HPLC
Fig.1 Analytical procedure for NA-Na

1.
NAA
25mL
1 95% 2 3 97%
2
2. [/
10g NAAO.5ug NAA
1% 20mL
/ 5%
2mL 30mL /
(n=5) 86.8% RSD 3.1%
3.
NAA  280nm UV
280nm
280nm

330nm
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Inertsil Ph-3(4.6mm x 250mm 5pm) RP-8 GP(4.6mm
x  250mm 5um) SPHEROSORB ODS-2(4.6mml.D.x
250mm,10um)

RT. 4 R.T.
SPHEROSORB ODS-2(4.6mml.D.x 250mm,10um)

2)
-0.00M KH PO (1:1) pH
65 55 45 35
pH R.T. pH65 45
pH3.5
R.T. 16.3min
pH 35
Fig.2 pH 35
NAAO.5mg/L
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—_— T - Tablel Analytical result of NAA in marketing and before
Pl " marketing fruits
| Fruits Class* Y M D Product spot  NAA
L Cherry M 020618 Yamagata (-)
| — M _l_ e Fig B 02.09.04  Fukuoka (=)
B 02.09.04  Fukuoka (-)
Li}Getewm mandar in Grape M 0207.16  Fukuoka ()
M 020716 Saga (-)
| S M 020716 Ohita “)
- B 020904  Fukuoka (-)
[(Watarmelon | Loquat M 02.06.04  Fukuoka (-)
1 A Peach M 02.06.04  Fukuoka (-)
| e, P o M 020820 Yamagata (-)
Pear M 02,0819  Fukuoka (-)
M 02,0820  Fukuoka (-)
M 02,0820  Fukuoka (-)
" M 02,0820 Kumamoto (-)
k) Etondard of 0. Spowblil Il B 020904  Fukuoka )
| B 02.09.04  Fukuoka (-)
| || B 020904 Fukuoka “)
) |4 Persimmon B 02.09.04 Fukuoka (-)
. B 02.09.04  Fukuoka ()
| & Plum M 020618  Fukuoka )
: Satsuma mandarin B 02.09.04 Fukuoka (-)
- - B 02.09.04  Fukuoka (-)
Fig.2 HPLC Chlomatograms of (a)Cherry (b)Fig (c) B 020904  Fukuoka )
Grape (d)Loquat (e)Peach (F)Pear, (g)Persimmon B 020904 Fukuoka )
(h)Plum (i)Satsuma mandarin (j)Watermelon extrac M 020923  kumamoto (-)
(=)

Watermelon M 020730 Ohita

t and (k)standard of NAA 0.5mg/L. - - : -
*M marketing fruits B before marketing fruits (-) <0.05ppm
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