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0.75 to 2.9. The optimal conditions for the r-f spark
source mass spectrography were settled: pulse width,
20 ps; pulse repetition frequency, 1000 Hz; accelerating
voltage, 25kV; spark voltage, 3.0kv; magnetic field
current, 3.6 A; main slit, 60 pm; a-slit, 1.0 mm; g-slit,
2.0 mm; photoplate, Ilford Q,. The analytical values
by mass spectrography were consistent with those ob-
tained by graphite furnace atomic absorption spectro-
metry.

(Received Mar. 3, 1982)
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Fig. 1 Relationship between 80 9, sulfuric acid

added and absorbance Fig. 2 Effect of heating time on absorption

. spectra
t-Butyl alcohol concentration : 40 pg/2 ml; Reference

solution : Reagent blank ¢-Butyl alcohol concentration : 40 pg/2 ml; Heating
time : (1) 3 min, (2) 6 min, (3) 15 min, (4) 20
min; Reference solution : Reagent blank
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20 B OR AR Y BRCKE L, BREALr Fig. 3 Absorption spectra of (a) 3-pentanol and
Kotk nh, 10 45, FE—EBEERLE. (b) 3-methyl-3-pentanol with vanillin-
sulfuric acid
4.3 2EPR 3-Pentanol concentration : 41 pg/2ml; 3-Methyl-3-

pentanol concentration : 41 pg/2 ml
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Table 1 Absorption maxima and molar extinction coefficient of various alcohols

Compounds Molecular weight Specific gravity?’ Color Vva(z}flr)]gth Mtzll%r; ﬁ;‘;{f‘ft‘;‘,f"ﬁiﬁ;’mt
2-Propanol 60.1 0.786 (d39) Red-brown 510 0.017
Tsobutyl alcohol 74.12 0.806 (d'9) Red-purple 505 4.76
Isopentyl alcohol 88.15 0.813 (d'9) Red 510 3.26
4-Methyl-2-pentanol 102.2 0.813 (d*9) Red- purple 510 11.90
2-Methyl-1-pentanol 102.2 0.823 (d30) Red 510 9.25
3-Methoxy-1-butanol 100.0 0.923 (d30) Purple 510 1.07
3-Methyl-1-pentanol 102.2 0.823 (49 Red-purple 515 1.98
{-Butyl alcohol 74.12 0.789 (4*%) Red 505 9.94
3-pentanol 88.15 0.807 (d35) Red 515 13.35
3-Methyl-3-pentanol 102.2 0.824 (4%) Red 520 13.76
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Spectrophotometric determination of tertiary
alcohols with vanillin-sulfuric acid. Shigeru
Icarasur (Water Analysis Laboratory, Sewage Works
Facilities Section, Yokkaichi City Office; 1-5, Suwacho,
Yokkaichi-shi, Mie)

It was found out that a tertiary alcohol such as ¢-
butanol, 3-pentanol, and 3-methyl-3-pentanol gave a
red color by treatment with a vanillin and high con-
centration of sulfuric acid in a boiling water bath.
Analytical procedure is as follows; To 2.0ml of the
test solution containing (5~50) pg of tertiary alcohol,
add 1.0ml of 0.7 w/v 9 vanillin solution (which is
dissolved 0.7 g completely in 20 ml of ethanol,
and diluted to 100 ml with water), and 5 ml of 80 9;
sulfuric acid. Heat the mixture in a boiling water bath
for 20 min. After cooling to room temperature, measure
the absorbance against the reagent blank. Absorption
maxima for £-butyl alcohol, 3-pentanol, and 3-methyl-3-
pentanol are 505 nm, 515 nm, 520 nm, with the molar
extinction coefficient of 9.94, 13.4, 13.8x 103 mol-1
cm~1dm3, respectively.
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