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Fig. 1. Separation of ethyl-g-D-glucuronide
from human urine

COOH

Ethyl-B~—p-glucuronide

H20H
H 0
HMDS
H o—@ T™CS
OH

Phenyl-ot~b~galactoside

COOCH;

o 0
OCzHs _CHaN, OC2Hs __Hmps
HONPH in Ether ,, ;\OH TMCS ™ o
oW OH

N

REFRSR IR 2 N 2 CIRIB A 5248 X 2, BO8E (3000
rpm) LTERRIE Lic, I Sne CRERE
SO £ & 7 — AL AR Y F & HeS B4R T
ATz PbS %HIL, PbS % 4 &/ — A TR LT
BEHRI A TG 4 L% evaporator % J U CEERE L,
TARRE LT AR ) ~MC B L (Fig. 1,
4 HRIwv= T 7 4 —DhdbD
Me-TMS F# koML

Et-G HHEM D 24 % 2 ~ LEIIC diazomethane
ether AN THBICHERE Uiz, Zh# pyridine
0.5m¢ W= ¥ 2 L, hexamethyldisilazane 0.1m¢ -
trimethylchlorosilane 0. 05m¢ 2L CTIRY, LIED
el LT2 B4 70°C ks el LT TMS {bL

TRV L, chloroform Tyt ¥R LIOMBEE L

T acetone 0.5m¢ WM LTHHRBE L (Fig

2).

5. HAIR~ 297 4 — DB

1) Apparatus : Shimadzu Gas Chromatograph
GC-IB (dual column type) (H-F-1-D)

2) Column : N-G+S (neopentyl glycol succinate)
2% on chromosorb W (AW-DMCS) 60/80 mesh
(Horning & @ JFHA0NZ kb coating) dame X 150
cm (stainless steel pipe)

3) Operating condition
Column temperature : 160°C
Injection port temperature : 210°C
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Fig. 2. Preparation of Me-TMS derivatives
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Detector temperature : 210°C
Carrier gas (Na) : 60mé/min (Inlet press: 1.0
kg /cm®)

Hydrogen flow : 60mé/min

Air flow : 0.64/min

Range : 0. 8 volt

Sensitivity : 108

Chart speed : 10mm/min
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Fig. 3. Me-TMS ethyl-B-D-glucuronide (1.5ug) and TMS

phenyl-a-D-galactoside (4ug)

No. 5, 6, 1973

997



06 -

Peak area ratio (Ei-G (Ma.TMS)/thGal (T™s))

o .,
0128

0:250

Q-375 0500

Weight ratio (Et-G (Me ,TMS)  Phe-Gal (TMS))
Fig. 4. Calibration curve of Ethyl-g-D-glucuronide
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Fig. 6. Added Ethyl-8-D-glucuronide (200g¢g) (Human urine) -
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Table 1.

i
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Recavery of ethyl-g-D-glucuronide in human urine

No. Added Et-G (pg)

Recovered Et-G (pg)

Recovery (%)

1 200 172.4 86.2
2 ” 206. 9 103. 5
3 # 216.5 107. 8
4 ” 224.1 112.5
5 ” 198. 3 99.2
Ave 203. 4 101.8
1 500 448. 3 89.7
2 ” 500. 0 100. 0
3 ” 551.7 110. 4
4 ” 525. 9 105. 2
5 ” 517.2 103. 4
Ave 508.6 101. 7
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