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29} : 54% w59 T94 n-d4-S HPLCF S E ¥2), AAstgdc) 392Fyo g B3
7} o]#]-% methylcyclopentane, 2-methylpentane, 12|37 3-methylpentane - molecular
aieve 5A & o] 43 .2 mErtEadoy o2 Fejslgch HPLC &9 24 (4% 74
HHE UVE 83248 dFuhvie) Aelsbalg o] 83 Fa o g Halslgdc) ol9) e v}
¥ o ndig Ao 8, 45 (APHA), Ab%, S943H5-F, 8 9 thiophene 9 ¥
£F 2 B HPLCH 9 #4744 @& 5 dsdch

ABSTRACT : Technical grade n-hexane whose purity is 54% has been purified for
HPLC use. Methyleyclopentane, 2-methylpentane, and 3-methylpentane which are hardly
isolated by fractional distillation were separated by the liquid-solid chromatography using
molecular sieve 5A. UV and fluorescence impurities whose contents are critically regulated
for HPLC solvent were removed by the adsorptive separation with alumina and silica gel.
The present method also reduced the impurities of color(APHA), acidity, water, residue
after evaporation, sulfur, and thiophene content, and the impurity contents were well within
the specifications of HPLC solvent.
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Fig. 1. Apparatus of adsorptive separation for the
purification of technical grade n-hexane
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Fig. 2. Apparatus for adsorptive purification of tech-
nical grade n-hexane
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Fig. 3. Total ion chromatogram of technical n-hexane
1. 2-methylpentane 2. 3-methylpentane
5. methyleyclopentane 6. cyclohexane

3. n-hexane
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Fig. 4. Gas chromatogram of purified n-hexane
1. 2, 2-dimethylbutane 2. 2-methylpentane
3. 3-methylpentane 4. n-hexane
5. methyleyclopentane 6. cyclohexane
7

. n-heptane
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Tuble 1. UV Absorbances of n-Hexane 450nmel A 1.0ppb o] 3lRt} " ok}, wit T¢l4
1 wavelength (nm) # Ak 450nm o5} el e FAF QA 7))

sample % o i w0 o E7Heol 360amsk Slonmel A Hel FA1E 7
Ao} A Foll 300~450nm Alo)ol A BB BET

specification <01 <001 <001 <001 . %) et
technical grade 0.151  0.019 0005 0.001 | A&7 Wt
after separation 0.647  0.383 0.007 0.005 8

-

alumina + silica gel 0.075  0.002 0.002 0.000

sobx] Fabyel] o3 UV B4-E A7 A=l
4 7 et

33.84EcE

Y FE5E-E quinined 718l 4 skl Qui-
nine® F4:2% E3-& 255nme} 350nmel A Hol F
FEF 7ML ek RN E 23S o E=v] 5
A& 350nm e 2 A she 250nmec} oF 20% 7w}
ZFopslA e Abgkell 9jF whaled gfo] gl whebd

255nmE Eer] sate g Aldste] HFAEFES &

fluorescence intensity(a.u,)

EEIT = )
4 ikt B2l 5AR Be)Ela GFevhel Al 500 400 300
g)7bd 2 AAE F2| n-# 4k, 183 quinine ZFEE wavelength(nn)

He] g ~HeHL Fig 59 gl FYE4 n-HAAHS
. i Fig. 5. f quini i
A50nmE 7)Z% o oF 15ppb, 2] Buba(e} ig. 5. Fluorescence spectra of quinine standards in

4620m) oA oF 0.9ppbe] W EHEL 7hAm 4 several n-hexar.le solvents.
’ S 1. technical grade n-hexane.

ek et AA Fof P FEE2 2 0.1ppb )3t 2. purified n-hexane 3.1 ppb quinine
2 A HEHR ke, 4. T. BakerAts] 44l 4.5 ppb quinine 5. 10 ppb quinine

Tuble 2. Specifications and Analytical Results of the Impurities in n-Hexane

Specification of Analytical results
D ipti J. T. Bak

escription axer Technical Purified
Water content, 1% <0.01 0.023 0.010
Acidity®, meq/g 0.0003 0.00007 0.00003
Color(APHA) pass test pass test pass test
Residue after
evaporation, ppm 2.0 1.73 0.80
Sulfur compound, % ‘ 0.005 <0005 <0.005
Thiophene pasg test pass test pass test

a) determined as CH3COOH
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exane 0.65% 5] &z08}4dc}. Molecular sieve SAE
o] 4.3 A A zARviEIHAR R EEES ¥
gldtar n-gute g gatr gl e 24 2F 93.9%<) n‘-ﬂl Ak
38 4 Uk =8 FGE dak B UV EEE
I ¥ EFES A GFuhbel v g ol &
@ gHyes AAstdc A F UV EREe
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