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Preparativni chromatografie
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Namelové alkaloidy
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Ergotamin Ergocristin

Surovy Ergocristin 3 -5 % Ergotaminu

Chromatografie na 3 dilech silikagelu
Mobilni faze: CH,Cl, — Ether1:1

Jiné aplikace
- Odbarveni reakéni smési




Cyclosporin

Nedistoty odstranitelné
krystalizaci
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Chromatografie of cyclosporinu

12 — 15 nasobek silikagelu
Mobilni faze: Ethylacetat
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Chromatografie cyclosporinu sELVA

Stara kolona
10 bar

250 kg silicagel
drceny

40 - 60pm
Ethylacetat

65 °C

Nastrik
12 — 15 kg
Surovy CS

Detektor

Stovky cyklu




Koncentrace

Chromatografie cyclosporinu

Nova kolona Separlab
60 bar

Axialni komprese

220 kg silicagel
Sféricky 15um

Ethylacetat
65 °C

CS Chromatography

100
90
80
70
60
50
40
30
20
10

0 @ ® ® ®
0 100 200 300 400

Objem (1)

500

AU

Abub5 - 8.659

CsA -9.201

CsV -9.922

H2CsA -9.780

10.748

| 10.922
>»CSF -11.057

7 T

1 —%11.310

‘ ‘9.\‘50‘ o

10,00

" 1050

11.00

1150

12.00



Novartis kolumn Ireland  5/73T1/]]

1D 1600 mm

Bed Hight 4000 mm

Bed Volume 8 m3

Pressure 50 bar
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CPC Centrifugal Partition | o k=1 g, lAlw
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Taxol ®

Paclitaxel,
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PACLITAXEL

Jehli¢i Taxus canadensis
0,03 % PAC 0,08 % DHB

Extrakt 0,1 % PAC 0,25 % DHB
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PACLITAXEL

Koncentrat¢.1 1% PACa 2,5% DHB
v Toluenu

Koncentrat ¢.2 6 % PACa 15 % DHB

Koncentrat ¢. 3 25 % PAC
Koncentrat ¢. 4 50 % DHB
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Chromatografie 1
250 kg silicagel
Toluen s gradientem acetonu

100 kg susiny

Chromatografie 2
200 kg Polyamidu
Toluen s gradientem acetonu



PACLITAXEL

15 um

Kolona 400 x 1000 mm
60 kg sféricky silikagel,

4

aze

Mobilni

40

Toluen — MIBK 60

Nastrik 1 kg Surovy paclitaxel

Surovy paclitaxel, cca 75 %
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Minutes

Paclitaxel USP 99,8 %
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TACROLIMUS .
HO,, o .
MeO Tacrolimus .
R = -CH,-CH=CH, . )
Ascomycin s I & SN
R =-CH,-CH, :ZE:;‘ L
Dihydrotacrolimus
Ne = -CH,-CH,-CH,

: 2500
OMe OMe
Kolona: 150 x 1500 mm 2000
8 kg CN-Silikagel + 10 % AgNO, \
1500 —eo—tC
Nastrik: 200 g SurTC / \ —=—as
1000 — —dhtc
Mobilni faze: / \
Aceton —Hexan 4 : 6 500 —
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Reversni chromatografie s= VA1
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Kyselina obeticholova
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Postup 1 Postup 2
Chromatografie na silikagelu Chromatografie na silikagelu
Toluen a gradient Acetonu Toluen a gradient Acetonu
Krystalizace z Toluenu Chromatografie na reversni fazi

Voda a Acetonitril
Patentova ochrana polymorfie

15



