* 518 - Acta Pharmaceutica Sinica 2000 ,35(7) :518 - 520

HPLC FLU
1 1*
2 2
(1. ,
20cmx 4.0 mm ID; — —
E,=365 nm,E; =510 nm. 13-

ngemL™'. 0.1~10.0 ng*mL"'

1.85% 0.15%~6.47%.

B 5

:R927 .2 ; R282 .71

200031 ; 2.

(Y=0.9999) .

, 200031)

LiChrosorb SI 60(5 pm)

(90:9:0.4:0.5) ; b

) s - , . ,
8.4 min

1.0 mL* min~

10513 - 4870(2000)07 - 0518 - 03

( pal matine)

5

~ ~ N ~

[1.2] (31

Beckman110B ; Waters 470
,K501 (Loop=20 pL) ,
CQs50 , ;
80-2, ; TGLI16 ,
( , PA)
,13-
. PA (20 mg/ 2 mL)
, 940418 .

:1999-08-10

Tel :(021)64735810-259 , Fax:(021)64733969 ,

E- mail :cherr yu @online .sh .cn

PA
0.5 mg* mL"! s
0.1 pg* mL™! 511g'mL'l
13-
0.5 mg'mL'1 s
5 ng* mL~!

4C

7.1 min. 0.1
0.94 % ~

LiChrosorb SI 60

(4.0 mmx 200 mm, 5 pm) ;
— (90:9:0.4:0.5) ;

1

1.0 mLe min™ " ; E, =365 nm,
E,=510 nm,
1 mL 10 mL
: 100 puL 15 mg* mL™'
5 mL, 30 s, 1 min
1 800 % g, 4 min R ,60C
) 100 pL
1 mL s
17 000 x g, 2 min 20 pL
1
,PA 13- ( )
8.4 min 7.1 min,

1.5, iv PA

5



Acta Pharmaceutica Sinica 2000 ,35(7) :518 - 520

PA ( 1).PA
1.5 pg(S/N 22), 0.1
ng* mL~ L,
-
A B c
21
2l
J J
0 5 10 0 5 100 5 10
{g/min
Fig 1 ~ Chromatograms of blank serum ( A) , serum

spiked with palmatine ( B) and serum of dog 24 h
after intravenous administration of palmatine 1

mg'kg'1 (C) . 1. Palmatine ; 2. 13- methylberberine
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Tab 1 The concentration of pal matine in dog serum after iv administration of a single dose 1 mg* kg™ '

Time 5min 10 min 20 min  0.5h 1h 2h 4 h 8 h 12 h 24 h 48 h 72 h
Palmatine/ 185 .3 79 .5 50.8 30.9 20 .8 11 .4 9.3 6.6 4.9 4.2 3.8 2.9
ng*mL"' t52.2 #3409 *£16.7 109 +7.2 +3.0 t1 .9 t1 5 +0.7 +0.2 +1.9 t1 .6
xEs, n=4
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DETERMINATION OF PALMATINE IN SERUM BY HPLC FLU

ZHANG Hui' , YU Chen' , HONG Your Cai' , JIANG Sharr Hao’ , SHEN Jing Kang” , ZHU Dx Yuan’

(1. Xuhui Central HosPital , Shanghai 200031, China ;
2 . Institute of Materia Medica , Chinese Acade my of Sciences, Shanghai 200031, China)

ABSTRACT': AIM To develop a method for analysis of palmatine in serum by high performance liquid
chromatography with fluorometric detector. METHODS Separation was obtained by using a LiChrosorb SI 60
column(4.0 mmx 200 mm, 5 pm) . The mobile phase consisted of a mixture of dichloromethane - methanol -
diethyl amine - acetic acid( 90: 9: 0.4: 0.5) and the flow rate was 1 mL-* min~ ' . Excitation and e mission
wavelengths were set at 365 and 510 nm respectively. Tol.0 mL of serum containing pal matine was added 13-
methylberberine (internal standard, IS) , then extracted with 5.0 mL chloroform containing trichloroacetic
acid. The organic phase was removed with nitrogen and the residue dissolved with 100 pL dichloromethane .
After centrifugation, 20 pL of the lower layer was subjected to HPLC. RESULTS The retention times of
palmatine and IS were 8.4 and 7.1 min respectively. In serum the detection limit of palmatine was 0.1
ng* mL” ' . The extraction recoveries of palmatine and IS were over 85 %. The relative standard deviations of
withimr day and bet weerr day were 0.94 % ~1.85 % and 0.10 % ~ 6. 47 % ( n=6) respectively. CONCLUSION
This method is sensitive, simple and fast, so it can fit the need of palmatine pharmacokinetic research
preferably .
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