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In high-performance liquid chromatography (HPLC) microparticulate silicas 
with particle si&s of 5 and 10 .um have been packed widely and effectively by the 
balanced density techniquels2, the viscosity method3 and the low viscosity method 
with a single-component solvent e.g., hexane4, cbloroform4, methanol’ or carbon 
tetrachloride6+‘. 

Recently silicas with particle sizes < 3 m have become more attractive as mi- 
croparticulate packings than the 5- or 10-m silicass*g*‘o because they give better 
resolution in HPLC. However, some difficulties have been recognized in the slurry 
packing procedures. 

Previously, we reported that hexanol-I can be used as a high potential slurry 
medium for packing 5-pm octadecylsilane (ODS) silicas or 5-m silver-coated sil- 
icas”*12. The use of hexanol-1 is extended to 3-m ODS silicas. Though 3-m ODS 
silicas are well-dispersed in hexanol-1, the slurry made therefrom did not achieve high 
efficiencies, presumably due to the insufficiently controlled viscosity of the slurry. 
However, we found that the use of hexanol-l-ethylene chloride (1:l) as a slurry 
medium easily enabled to make highly resolvable columns packed with 3-w ODS 
silicas with a constant-flow pump conventionally used in HPLC systems. 

This note describes a high-efficiency slurry packing procedure for 3-m ODS 
silicas, which provides a powerful technique in I%PLC. 

EXPERIMENTAL 

Adsorbems 
Develosil ODS-3 (3 p, 20% loading; Nomura Chemical, Seto-City, Japan) 

and Unisil QC-18 (5 m, 20 % loading; Gasukuro Kogyo, Tokyo, Japan) were used 
without further modifications. 

Solvents 
Commercially available chromatographic and reagent grade solvents were 
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NOTES 51.5 

Comparable HETP values were obtained for the 3-m ODS preparative 
column (see Table I). 

The HETP values for chrysene using the 5-w ODS column, were 15 p and 
12.5 m for the I5 cm x 4.6 mm I.D. and the 25 cm x 8.0 mm I.D. column, 
respectively. The 5-,um ODS column is clearly inferior in resolution compared to the 
3-m ODS column. 

Fig. 2 illustrates the difference in the resolution of dimethylurushiol dimer13 
(separated from Japanese Lac by gel permeation chromatography) by HPLC using 
the 3-,um and 5-m ODS coiumns packed in this work. It can be seen that higher 
resolution is attained for the 3-m ODS column when compared to the 5-m one. 
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