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Case of Residual Synthetic Antibacterials in Chicken Egg
Yoshinobu KIUCHI and Takashi FUJIMOTO
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Table 1. Inspection List of Residual Synthetic
Antibacterials in Chicken Egg

(from April, 1995 to March, 1996)

Sulfamonomethoxine Piromidic acid
Sulfadimethoxine Amprolium
Sulfaquinoxaline Clopidol
Sulfathiazole Decoquinate
Sulfamerazine Zoalene
Sulfadiazine Ethopabate
Sulfadimidine Nicarbazine
Sulfamethoxazole Pyrimethamine
Furazolidone Thiamphenicol
Difurazon Ormetoprim
Nitrofurazone Trimetoprim
Oxolinic acid Halofuginone
Nalidixic acid '

Table 2. Analytical Conditions for Amprolium

[(HPLC]
Instrument Jasco TRI ROTAR
Column Wakosil— I 5C18 AR 4.6 X 250 mm

Mobile phase

Flow rate
Column temp.
Detector (UV)

CH,CN : Mcllvaine buffer (pH3.4 )
containing 10 mM SDS (40 : 60 V/V%)

0.8 ml/min
40C
Shimadzu SPD—6A UV—270nm (0.01)

(PDA) | Waters 991J (photodiode array)

wavelength 230 ~ 310 nm

Saple size 15 ¢l

[TLC]

TLC plate HPTLC Kieselgel 60 ( 10 X 10 cm)
MERCK Art.5631

Developer Pyridine—Isobutyl Alcohol—water

(solvent) (66 : 17 : 17)

Detector MANASLU—-LIGHT

Long Wave 3650 A ( 365 nm)
Short Wave 2536 A (254 nm)
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Fig.1 HPLC chromatograms of Amprolium in Chicken Egg
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Fig.2 UV spectra of the peak at 8.7min (Fig.1) obtained from
Chicken Egg sample and standard Amprolium
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________________________ e e 2. APL 0.25ppm (equivalent to 0.05 ppm in sample)
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Fig.3 TLC chromatogram of Amprolium in Chicken Egg
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Table 3. Analytical Conditions for Sulfamonomethoxine

[(HPLC]
Instrument Waters 600 E
Column Waters Puresil 5C18 4.6 X 150 mm

CH:CN : 5mM Oxalic acid
(20 : 80V V%)

0.6 ml/min
Column temp. 33T
Detector (UV) | Waters 486 UV —275 nm (0.01)

Mobile phase

Flow rate

Saple size 10 p1
[ECD—GC]
Instrument Yanaco G—2800 *Ni

Column 2% OV—17 /Uniport HP 80 / 100 mesh

ID 2.5mmX 1.Tm
Injection temp. |280°C

Column temp. 260 C

" Detector temp. | 280°C

N. 1.8Kg/cm?

Injection volume | 1 #1

Carrier gas

[GC-MS]
Instrument -HP 5989 A
Column HP-5MS ID 0.25 mmX 30 m df=025 gm

(Crosslinked 5% Ph Me Silicone)
lonization mode | EI 70eV

Ion source temp. | 250 C

150 C (3 min) — 10 °C./min — 290 C
He 1.0ml/ min (10.6 PSI)

Column temp.

Carrier gas
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Fig.4 HPLC chromatograms of Sulfamonomethoxine Fig.5 ECD—GC chromatograms of methylated
in chicken Egg Sulfamonomethoxine in Chicken Egg
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Fig. 6 Mass spectrum of methylated Sulfamonomethoxine
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Fig. 7 GC/MS/SIM chromatograms of methylated Sulfamonomethoxine in Chicken Egg
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