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[Fig. 11]

ION EXCHANGE COLUMN CHROMATOGRAPHY
[ STARTING SUBSTANCE (LYOPHILIZED PRODUCT) 235 g ‘

PURIFIED WATER 1 L DISSOLVING (pH4.8)

25% AQUEOUS AMMONIA ABOUT 13 mL —

PURIFIED WATER 19 L -

~~~~~~~~~~~~~~ ~{ SAMPLE TO BE INTRODUCED (pH7.1 8.4 mS/cm) 20 L I

ION EXCHANGE COLUMN
TOYOPEARL SuperQ-650M ¢ 150m x 500m

FLOW RATE 20 mL/min
> FLOW THROUGH (20 L)

INTRODUCING

.

200mM AMMONIUMACETATE 18 L — 5§ FLOW RATE 180 mL/min
w3 Fri{18 L)

300mM  AMMONIUM ACETATE 30 L -
——> Fr2,3 (each 10 L), Fr4, 5 (each 5 L)

600 mM AMMONIUM ACETATE 27 L e
-3 Fr6-11 (each 4.5 L)

[ Pe-12
12M AMMONIUMACETATE 18 L —
—> Fr12-15 (each 4.51) CONGENTRATION
e
VACUUM CONCENTRATION LYOPHILIZATION

(30°C)
LYOPHILIZATION

TABLE 1 LIST OF ACQUIRED SUBSTANCES

Item Name Weight after Drying (g) Lot.No. Appearance
Pr8-12 740.2 198-012-074~1 white solid
Prl3 284.8 198-012-074-2 | deep green solid je-
Total 1025.0 — —
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120) ‘ EST SAMPLE 1 (crystal obtained from
‘M‘ aqueous solution by column purification)
1 1 l WA s ‘, _L__ LAVl M_,AAM}\,M_,_MAVM_.‘L_A_._AA“. e )

|

o
h-dll

TEST SAMPLE 2 (crystal obtained from
acetone solution)

Fd
2

INTENSITY (CPS)

3

TEST SAMPLE 3 (Ca salt of noncrystalline
204 diastereomer)

0} A e S e

20(deg)
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