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Abstract Objective: To develop an UPLC method for the simultaneous determination of 10 — deacetyl — bacratin
(10 -DAB ) cephalomannine and taxol in Taxus media. Methods: The sample was separated on an Acquity
BEH Shield RP 18 column( 2.1 mm x 100 mm 1.7 pm) with the mobile phase consisting of water( A) — acetoni-
trile( B) by gradient elution program(0 —8 min 78% A;8 — 11 min 78% A—65% A; 11 — 44 min 65% A) at the
flow rate of 0. 2 mL * min~' UV detection wavelength at 227 nm and the column temperature was 25 °C. Results:

Experimental results showed that a good separation of 10 — DABIIl cephalomannine and taxol was achieved in 44 min
by UPLC method ; The method displayed good linearity of 10 — DABII cephalomannine taxol with the correlation
coefficients and linear ranges of 0.010 —0. 100 pg( r =0.9996) and 0. 003 —0. 030 wg(r=0.9995) 0.080 - 0. 800
pg(r=0.9992) and 0.001 - 0.010 pg(r=0.9997) 0.020 —0.200 pg(r =0.9997) and 0.004 - 0. 040 pg(r =

0.9998) ; The average recoveries( n =9) were 99.8% 97.8% and 100. 4% . Conclusions: The best harvest time of
five — year — old Taxus media is in May when 10 — DABII cephalomannine and taxol are taken as target compo—
nents. The method is sensitive accurate simple and fast. It can be used for quality control of Taxus media.
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Fig 1  Chromatograms of reference substances( A) and needle sample 7 I 'J“L 2.2
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Tab 1 Calibration curves and correlation coefficients of three components in the mixed reference substance solution I

( linear range) /g

( components) ( regression equation) r
10 - (10 -DAB ) Y =8.05 x 109X + 1. 63 x 10* 0. 9996 0.010 ~0. 100
( cephalomannine) Y =5.08 x 10X —4. 01 x 10* 0. 9992 0. 080 ~0. 800
( taxol) Y =5.49 x 100X -2. 67 x 10* 0.9997 0. 020 ~0. 200

2

n 3

Tab 2 Calibration curves and correlation coefficients of three components in the mixed reference substance solution II

( components)

( regression equation)

r

( linear range) /pg

10 - (10 - DAB 1I) Y =7.96 x 106X +1.52 x 10* 0. 9995 0. 003 ~0. 030
( cephalomannine) Y =4.97 x 10X -3. 84 x 10* 0. 9997 0.001 ~0.010
( taxol) Y =5.22 x 100X — 2.49 x 10* 0. 9998 0. 004 ~0. 040
2.5 3 0.5¢ “2.1.17
“2.1.2” “.2”
10 - DAB 1. 10 - DABII ~
(n=3) 80% 100% 120% “2.1.27
0.5929 0.4871 0.9482 mg - g'l; RSD “.27
1.5% 1.7% 1.8% - 0 10 - DABI ~
2.6 (n=3) 100. 5%
012 99.7% 101.3% ; RSD 0.7% 0.6%
6 12 24 h .27 0.8% - (n=3) 99. 4%
10 - DABII - 97.9% 100.3% ; RSD 1.1% 1.9%
RSD( n =6) 1.0% 1.3% 1.1% s 0.9% . (n=3) 99.5%
24 h o 95.9% 99.5% ; RSD 1.9% 0.2%
2.7 “2.5” 0.9% - NN (n=9)
10 - DAB I . 99.8% 97.8% 100.4% .
9 3 1 2.8



— 2076 — Chin J Pharm Anal 2011 31( 11)
3 “2.1.2”7 210 ~400 nm 10 - DAB 1
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Tab 3 The contents of three components in Taxus media 3.2 -
leaves collected in various periods — —
10 - -

N Ceollected time) (10 ~DAB ) ( cephalomannine)  ( taxol) )

1 2010 -01 - 10 0. 3841 0. 2541 0. 5301 3.3 10 = DAB TI -

2 2010 -02 -25 0.3126 0.2415 0. 5058

3 2010 -03 - 14 0.2532 0.2973 0.7341 ’

4 2010 -04 -06 0.3187 0. 0841 0.2488 . ( 25 35 45 35
5 2010 - 04 -22 0. 3421 0.1197 0. 5606 c) . (10 20 30 40 50 min) |

6 2010 -05 -13 0. 4845 0. 3865 0. 7905 (1234 ) (10 20 30 40 50 mL)
7 2010 —05 22 0. 5929 0. 4871 0. 9482 ° 45 C

8 2010 -06 -02 0. 4830 0.2231 0. 5576 3 30 min 50 mL. 30
9 2010 - 07 -08 0.3511 0.2182 0. 4671 mL.20 mL

10 2010 -08 —02 0. 2575 0. 1818 0. 3598 10 —=DAB I .

11 2009 -09 -15 0. 1929 0. 1654 0.3252

12 2009 -10 -08 0. 1542 0. 1870 0. 4591 ’

13 2009 -11-25 0. 1617 0. 2891 0.7198 3.4

14 2009-12-10 0. 1891 0.2788 0. 5451 (10 20 30 mL) (1234 )

30 mL 1
4 3 20 mL 2
(mg-g™' n=3) .
Tab 4 The contents of three components in Taxus media 3.5
twig collected in various periods
No. 10 - UPLC 10 pL 1
(collected time) (10 -DAB )  ( cephalomannine)  ( taxol) )

1 2010 -01 - 10 0. 1130 0. 0467 0. 1621

2 2010 -02 -25 0.1917 0. 0442 0. 2429 °

3 2010 -03 - 14 0.2411 0. 0407 0.3017 3.6 5

4 2010 -04 -06 0.1917 0.0313 0.2124 10 - DAB I -

5 201004 -22 0.1729 0.0429 0.1921 2010 5 22

6  2010-05-13 0.1618 0.0518 0. 0706 10 - DAB I~

7 2010 -05 -22 0. 1053 0. 0311 0. 0749 5 R 5
8 2010 - 06 -02 0.0517 0. 0184 0. 0814 10 = DAB TI -
9 2010 - 07 -08 0. 1037 0.0214 0. 1477 2010 3
10 2010 -08 —02 0. 0624 0. 0209 0. 0946

14 10 - DABII

11 2009 -09 -15 0. 0308 0.0123 0. 0439

12 2009 -10-08 0. 0325 0.0117 0.0611

13 2009 -11-25 0.0317 0. 0246 0.1317 3 °
14 2009-12-10 0. 0422 0.0218 0. 1638

3
3
3.1 I 5
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