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Large Scale Preparative Liquid Chromatography

Kazuo NISHIMOTO
Yasuhiro NAKAHARA
Rikuo ASADA

The outline of a large scale preparative liquid chromatograph, the Toyo Soda HLC-847 series, equipped

with stainless-steel columns of more than 55 mm I D. is described and the separation of steroid hormones
on the large scale preparative column filled with TSK-GEL LS-410A ODS SIL is studied.

The characteristics of the large scale preparative column is compared with an analytical column and the

effects of eluent composition and sample loading are investigated.

Based on the results obtained, it is suggested that the performance of the large scale preparative column

is much the same as an analytical column.
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General view of large scale preparative
liquid chromatograph HLC-847

Fig. 1
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Fig. 2 Schematic flow diagram of HLC-847
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Fig. 3 Structural formura of steroid hormones
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Fig. 5 Effect of sample load on preparative column
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Table 1 Loading studies on TSK-GEL LS-410A ODS SIL
Column size (mmID x mmL) Azilgggal PrSeSp;a(r&;(l)ve
Flow rate {ml/min) 0.6 47 47 47
Linear velocity (cm/min) 4.8 2.0 2.0 2.0
Sample load (mg each) 0.25 47 190 470
Measuring temp. (°C) 25 31 16 14
Resolution 1/2 1.2(1.6)* 1.7 1.4 0.8
3/4 2.0(2.8)* 3.0 1.9 1.4
5/6 3.7(5.3)* 4.7 2.9 2.2
Reference Fig. 4a Fig. 4b Fig. ba Fig. 5b
Eluent ; MeOH/H,O : 80/20
Detector ; UV 320 nm
Sample ; 1. Cortisone 2. Hydrocortisone 3. Deoxycorticosterone 4, Testosterone
5. Methyltesterone 6. Progesterone
* estimated value equivalent to 600 mm length
g
a. Analytical 1, b. Preparative
-_ sample load : 0.25mg each # i sample load : 47mg each
3 4
=) = 3
: i 3 :
3 6 < 5
o )l
8 8 0 12 U4 16 30 40 50 80 70
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