2107 2 (2)
04.07 1

N Trifluoroacetyl n butyl
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Trimethylsilyldiethylamine TMSDEA
T™MS
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2 2
GC BM
@ x ov 17 Chromosorb
AWDMCS 80 100 100
270 8 /min. 2
30ml/min. 280 FID 280
X
2 3
1,000 0.1 HCI
50ml 0.1ml
mg
60
TMSDEA 0.2ml 90° 100° ° 120°
130 5 10 20 30
60
0.2ml mg

Table1 Sample and reagent

Sample and reagent

Origin

Sea urchin (fresh, unseasoned)
Salted sea urchin (red)
Salted sea urchin (violet)

Seasoned seavurchin,Trade name “KANETOKU”

Tangodani Suisan Kakdsho, Hokkaido, Japan
North Korea
North Korea
Tokai Tokutard Shoten, Kobe, Japan

Docosane
L-Glutamic acid, monosodium salt

Trimethylsilyldiethylamine (TMSDEA)

Applied Science Laboratories Inc., U.S.A.
Wako Pure Cemical Industries, Ltd., Japan

Tokys Kasei Kégys Co., Ltd., Japan

552 4 10 3
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Fig. Calibration curve
TMS derivative Correlation factor 0.67
}
25
Docosane 0.2 50viv
4 100ml
75 80 10
\LA J L 50ml
0 5 10 15 20 60 01
R. T. (min.) 10ml
Fig. 1 Gas chromatogram of glutamic acid TMS TMSDEAQ.4ml 120 10
derivative and docosane 02ml mg
Table 2 Analytical results
%‘.’m“lt as ( Glutamic acid
Sample Moisture (% )| Mmonosodiumglutaminate %) | TMS derivative/?gnk A
Original sample | Dry base (peak area ratio*)
Sea urchin (fresh, unseasoned) 66.1 0.28 0.83 4.3
Salted sea urchin (red) 52.4 0.32 0. 67 3.8
Salted sea urchin (violet) 46.1 0.46 0.85 | 3.1
Seasoned sea urchin 39.4 2.32 3.83 37.1

*area=half widthXheight The degital integrator was not used in this case.
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TMS derivative
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Fig. 3 Gas chromatograms of TMS derivative
of sea urchin extract by 50v/v%

ethyl alcohol 53 14

M. Stefanovic and B. L. Walker  Anal. Chemn., 39, 710 (1967).

B. M. Nair . J. Agric. Food Chem., 25, 614 (1977).

E. D. Smith and K. L. Shewbart : J. Chromatogr. Sci.,7, 704 (1969).

D. L. Stalling, C. W. Gerke, and R.W. Zumwalt Biochem. Biophys. Res. Comm., 31, 616 (1968).



98
19 1978

Quantitative Gas Chromatography of Monosodiumglutaminate in Sea Urchin as Trimethylsilyl
Derivative

Kiyoaki TATSUKA, Kanemasa MAKITA and Shigeko ASANO
Osaka Customs Laboratory,
4 10 3, Chikko, Minato ku, Osaka shi, 552 Japan

The determination of monosodiumglutaminate added in fresh and salted sea urchin has been studied
by quantitative gas chromatography. Glutamic acid and monosodiumglutaminate contained in the sea
urchins were extracted by 50 v/v % ethyl alcohol at 75° 80 . The extract dried by a rotary evaporator
was reacted with trimethylsilyldiethylamine at 120 for ten minutes. After having been added a suitable
amount of docosane toluene solution as internal standard, the reactant was immediately injected in the
gas chromatograph. Analytical conditions were OV 17 3% Chromosorb W AW DMCS, 2m glass column,
temp. 100° 270 , program rate 8 /min. The amount measured as monosodiumglutaminate being less

than 1% in the dry base may indicate the sea urchin is not seasoned.

— Received Sept. 2, 1978 —



