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PRF EP D RAL  61-62 F -
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(- )HPLC ®E 2 k47§ 1+
Shimadzu LC-2040C 3D ¢ 7 Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; & 17 % . COSMOSIL 5C;5 AR-
II Column (250 x 4.6 mm, 5 pm) °

(=) UPLC ®E 2 k47§ 1=

Waters AcQuity Ultra Performance LC> # z Binary Solvent Manager ~ Sampler

Manager ~ PDA Detector ; & +7 "F? 1+ Waters ACQUITY UPLC® BEH C18

Column (100 x 2.1 mm, 1.7 pm) °

ERHERE PR

(- )
2 % (99.9%)rp >+ Sigma-Aldrich ; 2 f5(95%)REp *T M3z £7 127 3
? A% (HPLC grade)ft-p *+ Merck °

() BE&
1 527 vh+ % (Schizandrin® T vk +fE 7 )pp *t B H 5 L2 70 B R 98%
YLE

r ~ 3k
(=) & B"/A’Q—T—p =
oA EH A6 B F DD 250mg 0 ¥ SOmL dtee F ¢ 0 EEg

T EE S T5% Y BE S 50%7 %~ ¢ %~ 75%2 fE s 50%2 fiE £ 25mL o A2
AR T AT (3 300 W o 47 3 40 kHz) 30 4 48 5 &< 10 4 45(5 5000 x
g) " No. 1 igAiEig » P~pik > 3 3 £ Big(Syringe filter, PTFE 0.22 pm) »
TiF o & 4 10pul ik > B ki R 4P & 47 R(HPLC) » M #rip| @ & L £ £ 2 1%
BTk 2R RS e ff 2R ET rRF T840

=) BRREPRABGTR
SRR A S AGE $ 20 )N 250 mg o B S0 mL AR F ¢
Brgde » 7 B 25 mL > 42§ A 3R T aJ2(# 5 300 W o 4 5 40 kHz) 30 &
4 > o 10 & 48(5 5000 x g) 0 ™ No. 1l g AiEig > P& # 2 25mL
TEILY o 4 r PRI %R 33 £ Bk (Syringe filter, PTFE 0.22 um) » B~
e o i o & 410 uL jz » HPLC » & AR A 45 F i 3 2 § =X 378 »
e R ARER R 2 DE SRR E DK



(Z) #$REESZR
B HPAEE 2T vkF £ 05mg> 4r ImL 07 fEf &5 ImL 7 7 rk+
7?: 500 pg R SRR B 0 T AR L 30 pg/ml W HRIRE
Btk e

n\»

(r) &R
WREFED A 5o A (B 5 20 6 %) 250 mg > B SO mL g F ¢
Brgde » TR 25 mL o 425 AR T AIE(# F 300 W o #F 5 40 kHz) 30 4
& > 3o 10 4 48(5 5000 x g) » £ 4 No. 1 g Aiig > Pripi ° A ATA
TAHFEP I EE R #HI S0mL 2 2 £57 PRI VAR H
3 { i (Syringe filter, PTFE 0.22 pm) » {8 o

(1) #l=z
A | B FE e B R AR LA e~ e &0 % 10 ul o 1~ HPLC - B %o
AR MW ERARY TRF RGP E 0 TE o

(2) B
AR I T oA AR S 3% E (500 pg/mL) 0 17 A S
TekFAA L 2502100250 30 ~ 10 5.0 ~ 1.0 pg/mL &2 5.5 i o 14 b
3% & B~ 10 pL A wiz » HPLC i {7 .8 A 47 » 1% 508 5.2 3L % & i (y
)Ttk 52 B (x B0 (T AU B 0 F R E B M2 S 2N y=ax+b
Brin b G #c R2 -

(=) # s
-”ir“'%'*%/kri = 30 },Lg/mL i‘]‘ﬁg’]&}w,%\”i@ g‘xi’& 545 11T vk
SRR G S R B L -

(~) ETAF e Tk
1L €A -#7 LIk I P4 RIIRERAREUF 2T EAE 5
I AT R SR IR 0 BRRIL ) NI RFFE E(%) s dpik 0 RO HEHE
2. AP - 2 LTIRI PR A BT RI R SR REUE 2 2 UG TR R
R AE B 024851624 ] PRI T R AL G
foahtk o ROpEREL



(4 ) R TE B LR
. R fé_“— ( imit of Detection, LOD) : #-2 fvik & 2 -3 =03 i 7 474 R
T Agiiea 5 =23 kR 0 5 URHEREHE -
£ & *I(Limit of Quantitation, LOQ): #-2 ik & 2 2 573 % 3 4744
IR S Il F kR TR T ERIAGIE -

(=) it e %
Bre frIvkF R E B NI RFEHE R S o & P EEHER Y 100mg>
A ul4e ~ 1 mL 7 vh3 £73 7% (500 pg/mL) 0 3 dde SR WA R B
R o

(+- ) HPLC & 4705 i
1. & 47 ¢ * COSMOSIL 5C;s AR-II Column (250 x 4.6 mm, 5 pm)

2. ¥k E 1 UV252 nm

3. ;wz# 1.0 mL/min

4. 4R R 1 35°C

5. 7ax8 110l

6. # & 4p :

P R (min) z 3% (%) -k (%)

0 40 60
10 46 54
20 60 40
30 60 40

(L) +%7 673817 ERl
o 10 7 BIrRFIEH RS RAF 2 UG R SRR O BE 10
L i 3 45 0 HPLC » #0184 & 4% 4 1 2 135 B 48 51 vk

3PP AT E



(+=) T3tk &2 UPLC & 47 i i
1. %47 % : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7
pm)

2. #pAE UV 252 nm

3. swiE 0.4 mL/min

4. FHIER 135°C

5.0~8 11l

6. # & 4p :

P R (min) z 3% (%) -k (%)

0 40 60
2 46 54
4 60 40
8 85 15




(- ) &% 573 %2 HPLC & +7
'r’/\/%?fﬁ’:ﬁa& 1399 Q%&Eﬁ‘jtﬁ—}—%s@%ﬁ&/ﬂ;é%(%_)o

mAU

1 IR+ %

15 /

10

5]

oy
7‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\
0.0 25 50 75 100 125 150 175 200 225 250 275 min

Bl- ~ Tvk3 28 203 % 2 HPLC 4 47 B

(z) # &1vk3# 52 HPLC & 17
WG 13.87 AMAS T TR Y TR RS (Bl ) A8
FR)E 1550 F £ FF (N5 112 35 k5 * 28 P o

mAU

(R UL L B B B R B B T B L L S B R
0.0 2.5 5.0 7.5 10.0 125 15.0 175 20.0 22.5 25.0 215 min

W= -7 &334 &2 HPLC & 47 @)
TR AR AL EHERTEIRT AR G fh S 0 BT

> v R sy o
T ARG B E R BAE

Fo AR BAEE R

B 7 vk3 % 4% & # (mAU) b it 5P
4 921161 v
70%° f% 881198
50%® fi% 828550
o it 849555
70%2 fi% 740694
50%¢2 fi% 806578




(2) it 5 P i

22 IRTRETEIEGTE
MRt S I s+ L% 5 ff (mAU)
Fl=x 906684
¥ 2= 34889
3= N.D.
() BESIRTEZREMR

EARERIRTIFEXHE D BT % o ff 0 F B E(y)HTHE Ik
M 4258 5 y=18736.39x + 10070.49 » R>=1.0000 » 71}k & % 1.0-250

pug/mL § 47 AR R(B =) -

IvRF %
5000000 - y = 18736.39x + 10070.49
R2=1.0000
= 4000000
<
£ 3000000
=
& 2000000
At
* 1000000
0 T T T 1
0 50 100 150 200 250
JE & (ng/mL)
Rz ~ TvhF 22 e & AR
2= ~IvkFEZHBERS 20
HRARE S & A (ng/mL) v s A2y R?
IvRF % 1.0-250 y =18736.39x + 10070.49 1.0000




BEEEET fI* HPLC 2 & if & el R 24+ » IrkFEH DR
ZAPHARE L L 0.17% 0 Bk i v & Rp oo

(=) EAHER TR
FiE%HT > 1% HPLC B hEsgias » 3
ZAPHHEE L L 1.69% Bk SLif * BB RPN o TvRF E 424 ] P
T2 ApEIREL S 0.89% RV LR F AT %{&@@?gﬁz
AR UE S

(~) B T £
R

Bk
Ik 7% % 0.

"
%12 05Sug/mL(Blez ) 2 E4&*T 5 0.20 ug/mL(B1T) -

+ %

IR

Fw ~ LR AREAS T

. IR+ &
¥ R|IE B )
kR R.S.D. (%)
H%k  (n=5) 30 pug/mL 0.17
£41% (n=H) &% % (No.5) 1.69
T (n=6) ¥ =% % (No.5) 0.89
W RHET (n=3) 0.05 pg/mL i
LB &' (n=3) 0.20 pg/mL -




(L) Fiem e
ToRF R T e T ey G 984%  ApHIRE R AL S 1.31%

%3~ TR AG ew ek

e |FPHE | 23R (s | REE v | TOveE RSD.

(mg) (mg) (mg) (mg) (%) (%) (%)

1 100 0.50 0.50 1.005 | 100.52

2 100 0.50 0.50 | 0.989 | 97.39

3 100 0.50 0.50 | 0.991 | 97.86 98.38 1.31

4 100 0.50 0.50 | 0.990 | 97.44

5 100 0.50 0.50 | 0.996 | 98.71

(L) £83 27vkF 2 2Rl

103+ 7 s+ B2 2 BRI TS FETET)Icd » 277 » TrkF2hz £

# 0.443-0.531%° 2RI vhF BEHipth+ A T kT 207 27 7530 0.4%-
P B T RS A 2 B R 7 M 8000 (F % 20000) °

L
=303

EIURE: B Ll 3

Z4m5i(No) | TR+ %7 £(%) Z4m5i(No) | I+ %7 (%)
1 (NB) 0.496 6 (NR) 0.449
2 (ND-1) 0.454 7 (NY) 0.524
3 (ND-2) 0.528 8 (SA) 0.466
4 (NF) 0.443 9 (SG) 0.498
5 (NJ) 0.470 10 (SU) 0.531




(+ - ) Ik FH2 HPLC 4 ¥ Bl3# e =
P10 $47 & T eR 5 5030 & 10 L 24k > i 7 HPLC 45 2 Bl3# 0

B e
1. & 47 ¢ * COSMOSIL 5Cis AR-II Column (250 x 4.6 mm, 5 um)
2. #BIAE UV 252 nm 3. s#i& ¢ 1.0 mL/min
4. FHIER 135°C 5.74~% 1 10pL
6. # & 4p :
F& ¥ (min) ¢ ¥ (%) -k (%)
0 40 60
10 46 o4
20 60 40
40 85 15
50 100 0
60 100 0
UV{x100,000)
Ivk+ % I+ 3
m “ S 10
3004

J%W
275

205
J\(\\_wa
20H

6
NG
15&Juwww
1251

4
1004

3
0751
OSOMW
025

1
004
R R RN R N R R R
00 25 50 75 W0 5 B0 oy 00 25 B u5 N0 N5 B0 S ON0 L5 B0 45 00 R %0 55 mn

B> ~ 10 7 v+ #4412 HPLC dp = Bl3¥




(L) ¥ 57342 UPLC & 47
G PR 3.01 A 4BAME T T AT AR S ()

0.072]

] I R+ ‘,?
0.054]

5] /
< 0.036+

0.018] K
0.0007

L e e e e e e B 5 L N s B e st B s s s B s s By s s s s L
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.0C
Minutes

W= ~ IvAF FHRE &3k 2 UPLC K 17 B

(+2) % &373¥ 52 UPLC & 47
G PR 3.00 A AARE T T AT T AT k¥ (B )

0.048

vk '/%

0.0361

V\ .

2 00247
0.0121
0.0007

L e ) s B e e L e s s e e e s B A B Bt s e e B e UL e
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Minutes

B~ &7 wk3 452 UPLC & 17 B
(—L‘I ) 1“%4%5’1&\—1;\1 N A,\;':E-‘?J;%

F 381 CyH307 5 &3 & 1432515 58 1 128-129°C 5 v ¢ F4Y o




(=) 1

vh+ % - 'H NMR B
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B~ -~ 73 % 0 'HNMR B3 (CDCl)
(L =) 73 %5 13C NMR B
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S
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(L4 ) 733 FTIR B
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(= 2+) 7R3 25UV Bl

mAU 9
400 N
300
200 o
] n
1 N
100
0]
7 I ‘ I I ‘ I I ‘ I I ‘ I I ‘ I I ‘ I I ‘ I
200.0 225.0 250.0 275.0 300.0 325.0 350.0 nm
Bl = ~ TR+ 20UV Bl:#



L) TRFE NG CRCEER
MeO

= ~IvkF Z i > gt F =4 (CDCl)
position ou (600 MHz) oc (150 MHz)
1 - 152.1%*
2 - 140.8
3 - 152.4
4 6.59 (s) 110.0
5 - 131.8
6 2.34-2.37 (m), 2.62-2.65 (m) 40.8
7 - 71.8
8 1.83-1.88 (m) 41.8
9 2.34-2.37 (m), 2.62-2.65 (m) 34.2
10 - 133.9
11 6.52 (s) 110.4
12 - 151.8
13 - 140.2
14 - 151.6*
15 - 122.8
16 - 124.2
17 1.24 (s) 29.8
18 0.80 (d, 7.2) 15.9
1-OMe 3.56 (s)* 60.6
2-OMe 3.87(s) 55.9*
3-OMe 3.89 (s) 56.0
12-OMe 3.87 (s)* 60.9"
13-OMe 3.86 (s) 60.9"
14-OMe 3.57 (s)* 60.6

%Multiplicity, J in Hz) in ppm. *#interchangeable.
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(- )HPLC ®E 2 k47§ 1+
Shimadzu LC-2040C 3D ¢ 7 Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; & 17 % . COSMOSIL 5C;5 AR-
II Column (250 x 4.6 mm, 5 pm) °

(=) UPLC ®E 2 k47§ 1=

Waters AcQuity Ultra Performance LC> # z Binary Solvent Manager ~ Sampler

Manager ~ PDA Detector ; & +7 "F? 1+ Waters ACQUITY UPLC® BEH C18

Column (100 x 2.1 mm, 1.7 pm) °

2 RHERZ AR

(=) 4
2 % (99.9%)rp >+ Sigma-Aldrich ; 2 f5(95%)REp *T M3z £7 127 3
? A& (HPLC grade)#p ** Merck -

(=) HE x5
1 53 A % (Schizandrin® T sk 57 R A 20 BOE FHHEF LD P04 98%
oo

wo
(- ) BREEBRETR
_1_?%—&-%;;1 ﬁ&';‘: iy B"/p‘fi-]-—ﬂ»:' i Fjﬁ—d-é%’-‘fj

=) R ER P RAGER
TrRIH PR EE Bk TR EH o

(=) #HREE SRR
—g’r%ﬂj"’fﬂ?wi +205mg> 4 IlmL en? f# % ImL 7 7 rk5
%5%ugmﬂ$wm ik o o0 EEAEfR L 30 pg/mL B A HR AR &

o

ﬁ)‘«
&

I /

(z) ’]‘ﬁrr'/%n
FEALP~ & &o4s % (8 % 20 5L& )% 250 mg > ¥ 50 mL 3w ¢ o
}F%E)\nﬁ%SOmL A2 R F AIR(# % 300 W o 45 5 40 kHz) 30 A
4 4 10 4 48(5 5000 x g) > 14 No. 1 g il > Pigik > ARG~ £



BB EERR EST SOmML 2 TEHFY P 4TI AAE ]
# 18 /g (Syringe filter, PTFE 0.22 pm) » ¥ {# -

(3 ) a2
2 J—gfﬂf»ﬁ"ﬁﬁﬁﬂ—%wzp i %ﬁ&i%‘i.’% 10uL > /2~ HPLC > B Z_»
B RSN EARY TRFIENT R T o
(») REMR

Brge BT eh+ F R0 508 3 73 % 3 £(500 pg/ml) - 27 mRAFE S 2
TrkFEA W5 25010050 ~30~ 1050 1.0 pg/mL {828 574 7% o 12
B &P~ 10 uL A Bl » HPLC 32 7 2 & A 45 > fI* %8 52 L% 5 i (y
) frtf b &2 DR R (x )i FRME Y §F 0 & AR EMRL 2 A y=ax+b
2 iph B HR?

(=) ¥ R#E%
TR FEER S 30 ug/mL 2 SRR A R i 5S4 Tk
FHOE R s AR RO APEHEREZ o

(~) £ g%

LoEAFI oo 0 BTGP A RIAF GV RSBR AT ST
FELET TR A SR R RO T RF G R (%) i
KN AR L -

2 BRI PR - 7 RIRIESE A BTSSR SRR ALK S 2 E
BIATHG SRR AU 02481624 | PRl 1T
S LU TR FE LRSI E S A

(4 ) f;'i ;?'H@w T E 1B UE%
1. i B4 *Y(Limit of Detection, LOD) : #-2 sk & 2 ﬂ B 5k R ST
ji BRI 5 =30 PRz B R o ITL WpRTE I E
. Z_% #& "Y(Limit of Quantitation, LOQ): #-2 sk & 2. *ﬂ B 5ip i ST
Forragseat L2100 F kR 0 TR R BEIUGE -

o

(+) i,’J?4t‘?"”l’I3"€§5éE
oo irIvkF 2L BT RIETB RS Mo F R .%ﬁ’;ﬁa.ﬁ’»q 100 mg >
A wlbe » 1 mL ehT vhF %3 7%(500 pg/mL) » Tt AR B E 2 Rk

Bl E_o



(- ) HPLC A 45 i i
1. k45 ¢ + COSMOSIL 5C;5 AR-II Column (250 x 4.6 mm, 5 pm)
2. #RlAE UV 252 nm

3. i o 1.0 mL/min

4. 4B R 135°C
5
6

A~ & 1 10pL
# B
P B (min) v 3% (%) -k (%)
0 40 60
10 46 54
20 60 40
30 60 40

(£2) £%7 BIvk34 35—’?']"’1
P10 7 BTk B SRRAE 2 UG RSBR L 10
uLjf§3{fi1)\HPLC’“rng P G ff T 2R B RS T RS
FRORp AR

yq

=) IvRFA P &2 UPLC K 47 if 2

1. & 47 ¢ * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)

2. %ﬁi?diﬁ«i : UV 252 nm

3. sk 0.4 mL/min

4. ¥ +Lm}i :35°C

5.7 A >% t1ul

6. #H4p -

R (min) z % (%) -k (%)

0 40 60
2 46 54
4 60 40
8 85 15




I M
(- ) &% 573 %2 HPLC & +7
'S&/%?EE’:FE'F 13.99 Q%&Eﬁjc{%—%@}_ﬁ&m/ﬁséi(%_)o

mAU
] Irk+ A

15 /

10

5

o

7‘\ \\‘\\\\‘\\ \‘\\ \‘\ \‘\ \‘\ \‘\ \‘\ \‘\ \‘\ \‘\\\
00 25 50 75 100 125 150 175 200 25 250 215 mn

Bl- ~ Tvk3 28 203 % 2 HPLC 4 47 B

(=) # &Iek3 4" 52 HPLC & 47
VEG R 14.00 A BESE T T AT AP S T sk & el (B2 )e
AHER) S 2431 £ EFF(T)5 1130 b s A * B8 K o

mAU

25{ T RS %

20«: /

15%

101

5<4/ W
o]

I T T
5.0 75 10.0 125 15.0 175 20.0 22.5

Bl= ~ 7 &7 w5 4552 HPLC & 17 Bl




(Z) BRERETRFZHRER
EFRERIRFFEXFLP & 7 A E G bk B E(y) r® 3 ke
3R 258 5 y=18736.39x +10070.49 » R*=1.0000 » % 77 k& & & 1.0-250
pug/mL 7 247 AR (B =) -

T %
5000000 . Y = 18736.39x + 10070.49
R2= 1.0000
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(mg) | (mg) | (mg | (mg | (%) (%) (%)
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(~) 287 E7ek3458 5 BRIT
10447 ekF 52 § Rl LR R (o w)bodow 917 > Tek3 Fenf
# 0.475-0.623%°F kI A+ A Pt & TR 20 £ 7 7020 0.4%:

St e T A B A E 2 B B K 8000 (F = & 5 20000) o

Few ~ & A

TR A

Z 1 e
ZHm5L(No) | Tva+% 37 2 (%) Z 4+ % 5i(No.) Ivk+E 7 £(%)
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4 % 7 SCHISANDRAE FRUCTUS

% <~ % . Schisandra Fruit

A& R A &G A RFF Magnoliaceae £ 47 T =k + Schisandra chinensis (Turcz.) Baill.
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