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~ & i (Dysosma versipellis (Hance) M. Cheng)
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CREZAMER
(- ) HPLC &k B2 K78 4=
Agilent 1100 series’ # 7 Degasser (G1379A)~Quat Pump (G1311A)~DAD
(G1315B) ~ Autosampler (G1329A) > Column Oven H-650 (Chrom Tech,
TNC.) ; % 45 ¢ += Cosmosil 5C18-AR-1I (250 x 4.6 mm, 5 um) °
(=) UPLC kB2 K178 4=
Waters Acquith Ultra Perfermance LC » # 7 Binary Solvent Manager ~

Sample Manager ~ PDA Detector ; & 7 ¥ 1L Waters Acquity UPLC BEH
C18 (100 x 2.1 mm, 1.7 um) °

CRRERE Ak
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(=) &
{£.08 5% 74 # (Podophyllotoxin) i SIGMA-ALDRICH CO. > # B %
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k= o BT 1.0g0 B 125mL = £48955¢ o
A~ T EET0% T BE~50%° B~ 2 fE~T70%2 B ~50%¢ fg Rk & 50mL o
ARG o BT ESE(# % 200W 0 4E F 40kHz) 30 A 48 > 2 NO.1 Jg AR T 50
mL 2. 2 & FL¢ > Se 2B E-T 3R 0 %3 0 W g(Syringe filter, 0.45um) > B~
T T o &AL 10 uL i » B i i 4p K 47 R(HPLC) » 1 #rRIFE L E R
2B AR AR S BN LT R
(=) ¥y 7
Beh gt 2 X 1.0 g0 HaftE 0 B 125 mL = & 4875507 0 fF Rt »
50%¢ % 50 mL > 42§ A BT mJ2(# F 200 W o 45 % 40 kHz) 30 4 45 >
™ No.l JjgAiEm3 50 mL 2. T 5% > 4 50%C [ 32 % & > #3 > &k
(Syringe filter, 0.45 pm) » B~ » {8 o & 4- 10 uL ;+ » HPLC > # ,* S
EAF L HE S XER R E PR PARE R 2 TE K
g
(Z) HRiE 3R
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10mL @ =% 1mL Z 1.0 mg %74 % (Podophyllotoxin)
() &g ik
Bt 2 1.0 g0 it 0 B 125 mL = £ 4875507 0 f R4 »
50%2 f% 50 mL > 425 i B AJZ(# F 200 W 455 40 kHz) 30 ~ 45 >
" No.l jgAiEmE 50 mL 2. T E¥L® » 4 50% ¢ I %R > #3318
(Syringe filter, 0.45 pm) » &

(1) a2
A B R BRI A e e e A % 10 ul o 2~ HPLC > Bl * 4
B SHE Rk ¢ A3 % (Podophyllotoxin)ihig £ » W iE o

(=) HRER
# FE e B~ & 24 % (Podophyllotoxin) - 2 &% & 74 7% & 500, 1000, 2500,
5000, 10000 pL > 12 50%2 f3i3 % T4 2 10 mL fe @l & 7 274 4
(Podophyllotoxin) 4" &) & 50 ~ 100 ~250 ~500 ~ 1000 pg/mL sk & 5.5 ;% o
1R £ B10 uL A BlE ~ HPLC & 7 28 4 45 > 1% R 5.2 dk o ff
(y $o)foth b 52k 2 (x )it (7 4w 5> & RIT B 42 5 /28 y=ax +b
SR K Rl R -

(=) HHERFR
12 %24 % (Podophyllotoxin)ik & 5 1000 pg/mL 2 %8 50X & % i 4
BRI 450 12 V7R F (Podophyllotoxin)id 48 & ff & g4k RO Ap$HHERE L -

(~) B RELZ R LIS
L PR - 33 B AR x> AN ERSBRAG 2T
W T >~ &SI 0 BRI 12 %093 % (Podophyllotoxin) £ 3
(%) 5tk R AL -
2. A MB - FI BN AER A A EERSARAE 2 WG A
SR EAR A B 02481624 | PFiEFRBIE > 1 R E
(Podophyllotoxin) g £ 3 47 » F AR £ -

(1) PP REER P FR%
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(+) BRHE"IE T & & GE%

i 4% *Y(Limit of Detection, LOD): #-2 ik A 2 & 504 7% % L
Boor RN A2 I EL kR T L M RELE P E - 2R & Limit
of Quantitation, LOQ): #- Frjk & 2 3 &3 it 7 ST > 2 v ggesut
= 10/1 pF2 kR > (75 T 2B"UGIE o

(H-) Fhew e
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HPLC % {7i% i2

1. %474 : Cosmosil SC18-AR-II (250 x 4.6 mm, 5 um)

2. #%BIAE UV 213 nm
3. ;i ¢ 1.0 mL/min
4. FHER 129 C
5.5~ 10l
6. #HAp -
P ¥ (min) ® fE (%, v/V) H20 (%, v/v)
0 50 50
25 50 50
40 65 35
60 65 35
L) AT BT ERIT
Pot RS BN AR SIBRE 10 pL A~ HPLC » = B4k iRl &
TAf 0 TR T IR G ff R D53 E R & %093 & (Podophyllotoxin) £
P E -

(+ 2 ) UPLC & #7i% 2
& 47 ¢ * Waters Acquity UPLC BEH C18 (100 x 2.1 mm, 1.7 pum)

1.

%2 =
r'——-
A

2. ¥ BIAE 213 nm
3. i 0.4 mL/min
4. FHIER © 35°C
5.5~ 11yl
6. # B4 -
P ¥ (min) ? B% (%, v/v) H>O(%, v/v)
0 45 55
5 45 55
8 65 35
11 65 35




7 VL8
1 g

(- ) #%# & %23 % (Podophyllotoxin)2. HPLC & 47

T PR 16.853 A 4 AR
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# £ & #71¥ %23 % (Podophyllotoxin)

F— P RBHEIER
% " % 70%7 g% | 50%7 % K
% 5 fE 20266.64 | 40917.84 | 40971.34 | 12714.94
Rank(1=Best, 7=Worst) 6 4 3 7
% % 70%¢ % | 50%¢ p%
% m fE 38474.64 | 43216.14 | 44548.04
Rank(1=Best, 7=Worst) 5 2 1
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() RS T E 1B GE%

% v2% % (Podophyllotoxin) © | #& *T (Limit of Detection, LOD) % 2500
ng/mL (Blz ) > & # *Y(Limit of Quantitation, LOQ) 5= 5000 ng/mL(®] T ) -
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o LI e AT
e P|7E P % V24 % (Podophyllotoxin)
kR R.S.D. (%)

# 2R (n=)5) 1000 pg/mL 0.054

£ R4 (n=5) i (No.3) 0.724

£ (0=6) t 5% it (No.3) 0.308

R (n=1) 2500 ng/mL -

7§ %' (n=1) 5000 ng/mL -

(1) pREEpFRER
d %% 7 2@ oo a3 % (Podophyllotoxin) t g £ #2 §° Bk & P FF P
B enfp R 5 £ (R.S.D. > %) 5 0.14-048% > ®i* L B[ » F97F &l
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%7 %% % (Podophyllotoxin)fe P F¥ &2 B p i85k
AR 5 kR F PR (n=3) PP (n=3)
(ng/mL) mean + RSD mean + RSD
CRSES 100.0 100.58 + 0.48 99.21 £0.99
(Podophyllotoxin) 250.0 253.88 £0.14 252.49+0.29
500.0 505.14+0.14 499.57 + 0.81

(+) wief@sm
% V2% % (Podophyllotoxin)-L 35w Jz & 94.56% > 4p ¥ % £ 1.50% -

Z 7 .23 % (Podophyllotoxin) i e 4 & :35%
S |FHFEE |77 R | >R | BEER | v S T w | RSD
5o (2 (mg/g) | (mg) (mg/g) | (%) 3 (%) | (%)
1 1.000 37.85 5.0 42.50 92.82
2 1.000 37.85 10.0 47.48 96.30 94.56 1.50
1.000 37.85 20.0 56.77 94.57

(+-) 44+ &~ &7 /23 % (Podophyllotoxin) z £ i
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10 7o~ 2+ L EFH 2 Z 2R TR F (T &)
(Podophyllotoxin 7 & & 4.252-0.535% -

T
ERCI SR

= ~ AR &N &4 52 2093 Z(Podophyllotoxin) 7 £

VOB L i

%.v23 % (Podophyllotoxin)

(No.) # 2(%)
1 4.252
2 3.955
3 3.785
4 3.540
5 3.524
6 3.403
7 2.958
8 2.931
9 0.604
10 0.535




(+ =) #% % % %23 % (Podophyllotoxin)z. UPLC & +7

F 5% 4o B> #77 %23 % (Podophyllotoxin) ek F PR 5 4.277 & 46
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(+ = ) %24 %(Podophyllotoxin) .55 1

%74 % (Podophyllotoxin)
Bl ~ ~ %23 % (Podophyllotoxin) &% #

(+ 1) %va3 % (Podophyllotoxin)« '"H NMR ] :#
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(+ =) wv2d %(Podophyllotoxin) = C NMR ) z#
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(+ =) %23 % (Podophyllotoxin) = ESI-MS ] %

podophyllotoxin #172-184 RT: 3.55-3.81 AV: 13 NL: 5.34E7
T: + ¢ Full ms [50.00-6850.00]

100~
95-
90
85
80~
75-
70-

65 | 167.97

414.03

60 !
55 ‘
50—
457

152.96 |
40

Relative Abundance

35 114.93 180.96
30

: 188.95
25 5404
20
15 |
CERIE Ml 22496 25610  298.99
52 11 L O R e |
Py A R

50 100 150 200 250 300 350 400 450
miz

138.96
82.94 |

337.01 35503  399.02

Bl - - %23 % (Podophyllotoxin) = ESI-MS ) ¥
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(+ ~) %23 % (Podophyllotoxin) = FTIR B3
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(+ 4 ) %23 % (Podophyllotoxin)en UV B 3%

Abs

\
o
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p ﬁ
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= -+ - ) %23 % (Podophyllotoxin)end ~ g i & =4

% A~ %24 % (Podophyllotoxin) & ~ g i & =4 (CDCl3)?

position On (500 MHz) dc (125 MHz)
1 135.4
2 6.35 (s) 108.4
3 152.6
4 137.2
5 152.6
6 6.35 (s) 108.4
7 4.58 (m) 44.1
8 2.81(dd, 4.8, 14.1) 453
9 174.4
I' 133.1
2' 7.09 (s) 106.3
3 147.7
4 147.8
5' 6.49 (s) 109.8
6' 131.2
7 4.74 (d, 9.6) 72.8
8 2.75 (m) 40.8
9 4.06 (t, 9.6); 4.58 (m) 71.3
10’ 5.94 (d, 1.2); 5.96 (d, 1.2) 101.5
3-OCH3 3.73 (s) 56.3
4-OCH3 3.79 (s) 60.8
5-OCHj; 3.73 (s) 56.3

4(Multiplicity, J in Hz) in ppm.
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# # . Dysosmae Rhizoma et Radix
%4  Dysosmatis Rhizome and Root
JB. 1 Rdu B NBEFL Berberidaceae 14\ f i Dysosma pleiantha (Hance)

Woodson #94R & & o

—Fk
(—) W &BIER

(=) HBRREER

(N #EEAR

(2) EFB

() & FtE
(&) B H
(X)) BAE &

[E&wGA 1) ( B4THE )
— B #EM IR 1.0g WmAFE 10ml> BEAEZ 15 4

g > mwFEEE 10ml o

R R G %% (podophyllotoxin) ¥ 8& > A FEEH A& 1 mL
A 1lmg 898k EAHRBLIER

TLC silica gel 60 Fps4 » 2 cmx 6.6 cm

HPTLC silica gel 60 Fys4 > 10 cmx 10 cm

(EBMA 1] ( FBEFR )

—IETIR - AEF - LB OB ¢ BEE (6.5:2.5:1:0.1)
CEBE 2] ( BATHE )

—ETkk - AEE (1.2:1)

20 cmx 20 cm

R TALFH 5 548 0 LATRRM -

WIS (254nm) TFHAR, o
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Z B A GREE
[RBIEI 1) ( PR#EFIH —ETIH B LA @ B (6.5:2.5:1:0.1)
[#&]F& 1] ( BITHE —TLC £4hEQ54nm)A

standsrd MF Spike

[BBE 2] ( B4THE —ETHK : &8 (1.2:1)
[#EFE 1) ( B47HE —TLC *£4h £ (254nm)i A

siznazrd MNF Spike
standard : % (3% % ( podophyllotoxin )

NF : Sample NF

Spike : Spike

s [HEBRFE1) 2R BAETME2EN 24 (BB 2] B &R
[RBAE 1) théx @ pa8 RefE &S » sk RIME -
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= BETREFE

[BEAE 2] ( Ba47R% —Edk @ &ER (1.2:1)

[#8FE1) ( BTHE )
TLC %4 £(254nm)ix 4

siznd=rd MFE Spike

[#&F&x1) ( B4TEE )
TLC 10%%788 F 82 2 &/7T &, A% H

| S

standard MNF S P ike

standard : % (3% % ( podophyllotoxin )

NF : Sample NF
Spike : Spike

[#EmAx1) ( BATEHE )
TLC 4k A(366nm)ix &

standzrd NF 5 P ike

[#&wF&x1) ( BATEE )
TLC 10%%57 8 F 8% 2 &/% 5} 56(366nm)

i

" st N SR

A [RBAE 2] (B4THE) 698k /ER > NEs R (254nm) Fixd > BT
1 B8 BABEZ R 8 o 1248 10%EREE FEE 2 G2 A M R R T RATHE 0 1k
BREZERNELBETHREFL > Rk 10%5B FEZ &/E5% % (366nm)

o
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o~ Rk
[BEAE 2] ( Ba47R% —Edk @ &ER (1.2:1)
[k 1) ( B4TEE ) —TLC 10%558: F &2 2 &,/% 40 (366nm) #H

Blank Blank
standard % t3# % (podophyllotoxin ) (I mg/mL)
NF Sample NF
NJ Sample NJ
NL Sample NL
NT Sample NT
NV Sample NV
NW Sample NW
SC Sample SC
SF Sample SF
SH Sample SH
SJ Sample SJ
Spike Spike
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