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Study of Extraction 10-deacetyl Baccatin for Docetaxel Synthesis
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Abstract: The 10-deacetyl baccatin (10-DAB) isolated and purified from leaves and branches of Tazxus

Daecata. And the best condition was refulgence-extracting at 65°C by acetone/ethyl acetate, through

straining extracting solvent and condition. Replaced the traditional extracting method, the material

was isolated by dichloromethane/20% ethanol /2% sodium hydroxide, for less emulsify and increased

the production and extract yield. The 10-DAB was purified by column chromatography and recrystallization and
elucidated by HPLC. The total yield of 10-DAB was 67. 2% and the purity of 10-DAB was 96. 8%.
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FEEFMER, B pET B 02 AR 105 Z Bt
BEEFEIRERAER 99.5%, 1 EHMER
KE SR AL 82 207 BBk B (GF254) , K2 47 Rl Rk
B S A R Al 824t B AR R
& Hr.

1.2 FE{U#

Angilent Hp1100 %5 2 ¥ # €& i X 65 3% 4
Angilent Hypersil ODS2 #: (4. 6 mm X 250 mm X
5 um); YRT-30 BB A sl (RIEERLAFD,
L3 R_BHE
1.3.1 10-MZBMACFEHRRIEZL K
WELTRE M OB R~ E 280 80 OF
FAER IO — £ O Il Wi 4 VA ) B v AR D —~
EABRECEAPRER ~ZAFHBEBR(E
KBBR8 T M, [0 O A9) b ABE IR — B RE R R
(R FEO—~% 1 RERHTFCHK : ZRZ
B 2 WHER T (Mt « D —~% 3 ik
Ei—-%RRELRI0-BRIBEEFSE
1.3.2 10-DAB 5 #7555 OFrHER KB H #0
WELRMEE DL 10-DAB # e f AR RE, B
FRHC 10-DAB #: ff 10. 12 mg, B B2 15 % ) <€ 5 2
100. 00 mL, B X} F8 & % F (0. 1012 mg/mL). ¥
WA 227 nm, JWEHAHZ |/ K (v/v)45/55, HiHE
0.8 mL/min, #H& 10.0 pL, BKHEH 3 K.

OlEMEA AT TEE HHHB R 10-DAB
B 1.0.2.0.,5.0,10.0.,25.0,50. 0 mL 435 fFHH
BEE A4 50.0 mL, 18 1~6 #.

%1 HPLCAREEMSHRKREX R

Table 1 The relationship between the peak areas

and numbers of sample by HPLC

LR ViR Gog/mL) BB

Sample number Sample concentration Peak area
1 0.020 134. 6
2 0. 040 269. 4
3 0. 101 672.9
4 0. 202 1345.8
5 0.501 3365.8
6 1.012 6729.4

LATET AR 9 48 4 » B o o BE D9 B AR 1R 18 K OE
B3 7 .Y =6655. 7X+5, 3061, R*=0. 9999,
PR AE 0.020~1. 012 mg/mL Z W& X £
R, EMER R HAMBEX R EEE W,

QFH 10-DAB & B E 7 B8 B FR
3 4y, B4y 10. 00 g, A7 W 1BE 2R IC 1B 4R L 2 h B
MR R, L IR, BTG R R T B RE R K R 4R B
4 h, 3 IE BT 15 R RE SR BUUR VAT P B E A ED 100

ml, BIEEHER R 10. 0pl, 4L 3 K, BIETH
BRSS9, DALY [ 5 O 2 0 15 5 B4R B P
# 10-DAB & & 7 0. 0858 mg/g, H % F 3 A X
ITEF R 10-DAB & & (0. 858 mg/g) #1 % B 4L

FoE & B =8 EE (mg/ml.) X100 mL/
(10. 00 g) X 100%

ERE=—FERAREHRE () X ERFHE
BB/ ERERERE (D XERERERS
B(%)X100%

@EHLE UL 10-DAB M 5 3t 8, B
W E % (R GF254) €M% E R P 10-
DAB, RAM . &5/ HEE(v/v)=095/5, B & .
ZBE/WREBR (v/v)=96/4, BIF/ETE 105°Cm#
10 min B &, 9188 & F 10-DAB # R,=0. 42,

2 BRE4H

REREGMEE

ALV R NE.ZBRIE. FE/NE(v/
W1 1. AE/ZRZE L 1 EABEFEAR 23
FEE RS IR 65 °C [8] 7T 42 B, 43 Ik 42 BB 35 TR B}
2kg, 5CHIGIER 4 K BEHNEDH A 4 15.3
5.3 M3 FE, BRI 3 h, &3 4 KIRHE;
ERBIEM 3 HFRBENELZBIE 12 h, S5 E
WERGRE HRE SR TERE K EREE
FEBIARBBRESH BRERIEL,

R 2 AIH, BAE R KR 65CEKER
HHERBIEKEE 5 MNEFAKRFFRE
65 CE MM B RE X 99. 1%, R 5HNE/ZHEIR
BIETIM Y, Z BRI R R K. A5 47 10-DAB
BRYHAM/ZBZE(]: DIRRERSEZGEHAPE
WREAMR, LB RED 10-DAB & &#(8.53
mg/)E FHERE (5. 15 mg/g), Bk, BiLE
ARLEVTHRBR/ZRZE( : DRABERR
HRHERER.

2.2 MERNER

MHAEEHEHPEEREHTER ELH
ERBETMERETT -4 TE B2 ERER™
HIRS, WS A — a4 kAR D WX, Btk
THERE. B ERBIWREL2WSIHFH
2247 g, I 3B Z BN E B R, BB
o EWERY 2R, EEE 300K, KB 0C KR
HIESR.BLOERTEE, AKIEBBERES
BUE T EWOAFB &Ry 1 625 g,

2.1
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Table 2 Comparison on the efficiency of normal temperature

extraction and 65 refulgence extraction in different solvent system

FiR B i i 42 B
SR A Normal temperature extract Refulgence extract
Extracting solvent REH/g 10-DAB % & /% E'Eﬁ/g 10-DAB % #& W/ Y%
Extract /(mg/g)'IO-DAB Extract yield Extract /(mg/g)'lo—I)AB Extract yield
mass contents in extract mass Contents in extract
il 4
Methol 235.0 6. 15 84.2 330.4 5.15 99.1
1]
Acetone 208. 4 6. 20 75.3 268.4 5.96 93.2
ZHMZ B
Ethyl acetate 130.8 5.56 42.4 181.4 6.18 65.3
R/ 8
Methol/ Acetone 214.6 6.27 78. 4 310 5.28 95.4
W/ Z MR 169.4 7.14 70.5 199.4 8.53 99.0

Acetone/Ethylacetate

2.3 ERKUMEE
FAZFBERBRBRETEEMNEE, B3
KIBEERAEY, —EFRBEWRAEFEEH S
HAER. SHEK 4B EAFRER P IS S
K. 20% 2 BEKIE W, 2% NaOH KIEH A 2%

NaOH 20% ZEBEKIE R HFTEER . B9 A&
R TS KRS RO FEKME, 258 H
FHEM, TKRERHTRLE, k&P L5,
HRREEEMSE VT BEERE ERMPRILE
2,

R ARTEORNEREMBRILR

Table 3 Comparison of the extraction efficiency in four different solvent systerm

ERAER RE®/g 10-DAB & &/ % EBE/ %

Extract system Extract mass  10-DAB contents in extract Extract yield
7K Water 295.2 0.98 84.0
20%Z®  20%ethanol 245, 5 1.24 88.4
2%NaOH 2%sodium Hydroxide 232.1 1.27 85.7
2%NaOH/20% Z. B4 15 20 %ethanol/2 % sodium Hydroxide 201.5 1.54 90.2

RIEHAAERERPRE—HBRER
HREEF FRERS,FBEE 10-DABEER
Bk 1 5a%, U BAT 90.2% . BETHEER
KBRERRE_SFER HTFALTEEREN
WREMS 10DAB E A 84, 0%, & BALA
0.98% ., MADLEZEHERKERZILLA DR
K. MALEREEEHESREA VLG FKHE
LR, EERARMALCEB BN ERE
FlLEBREMTEYRES.

2.4 10-DABHEHLE

2.4.1 F—RBEH BILARBEHLIg,
HREGE A 1.2 kg 100~200 BRERE, HR &
A FRFFRE,FRE 100~200 B R 8. 8 kg, A
CEFREEEE. M HAS  PEE99 ¢ 1,
98.5:1,5.98+:2.97:3.96:4.,95:5#EUM.
R ERBEREN, & H & 10-DAB 894 4, B
JE BN 7115125 80. 4 g, 10-DAB &8 14.3%.,
2.4.2 FokBEH HHREMN.4gREH
WE a4, #EA 120 g 200~300 HEERE,
HEZWETHT. FREL 880 g 200~300 H kAL,

HokBEEE, 2R HRCIK + 28B4+ 1.3
1.2: 1.1 1 MR ERY. HEREN
BREFHEI , & 3 & 10-DAB #928 4% , W 181 45 15 71
BEEREK 25.0 g,10-DAB & & 44. 6%,
2.4.3 FEIREEN BE_RHEEHHAEHN
25.0 g HEBKFRTAMBIEA 30 g 200~300
BRE B, Ha W ESL T, FREL 300 g 200~300 H i
RO BB kA, SR HAME : HNE 3
1.2:1.3: 2.1« 1 INEREL VL. FIEZZEN
BRE A, BT 5 & 10-DAB 35 X 342 4 3 Fl Ui
FL.EHAHK L 23 g,10-DAB 8 31. 4% &
10-DAB B L) BE 22 H ERER B T
JEBRE AR 13.87 g,10-DAB & & 76.2%,
EUBEMARSUEYEEMELELELE
MEBME FRTZRAAN : PEXELER
SEBREARERARN  FR.FCH: 2
BE OB : B 3 MEHER EERPERNT
B =R R AR RIR RS, AT T 10-
DAB 4 & fi4fifk .
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2.5 1-DABWZRERE R
2.5.1 10-DAB# —k# & % 13.87 gh#¥ea
¥R S0 mL FREHE S BILAHETER.
TERE A BEPET B0 5 AWK, B B 0.5
mL/min, EEA T HBARKE G ERITRG &
IEBERE MK 22 mL, OC# L4 R 48 h, A5 H
EEREWENGRE 4.10 g, 10-DAB 5 &
45.3% Bk 65CHS TR 20 h U FBEAGYH
#* 9.65 g,10-DAB &8 89.7%.,
2.5.2 10-DAB# ¥4 8 #9.65gHE 10-
DABH#K A 40 mL WEAB 2. B HE
40°CLAF , ZERE S 6 1 °F 32 o 3 I 5 stk 18 58
B4 0.5 mL/min, EH A AKBHGERITESE L
BRI G AR 34 mL,0C4 R 48 h ESBE
FhaE, £ | U R AR IR R A E K 2. 10 g, 10-
DAB& & 63.4%. 4@ Z2TREBAGH
7.50 g,10-DAB & & 96. 8% , 44 & 231~234°C,

3 # %

MILEH T ZBE R FHEGR/ZRZEER
ARARR, _ARRERBEMA 2R S A LM
52002 BMARRABEER, &5+ F8.FC
Bt ZHEE AMEE : TINE 3 MR REERE S, B
B-KGGMAMBE-NEMESL H. 10-DAB %
H67.2% HERTHEELZHREKWEN59.7%,
FERMEEK96.8%, 448 95. 0% L EWER,
WL RS TS AT E S Tk A=,
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