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- Schisandra Sphenantherae Fruit

: ~ fF #* Magnoliaceae {24+ ¢ I vk + Schisandra sphenanthera
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HPLC & F 2 & +7¢ &

Shimadzu LC-2040C 3D ¢ 7 Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; & 47 ? 4= Phenomenex Luna 5U
Cig Column (250 x 4.6 mm, 5 um) °

UPLC & F2 & +7¢ 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) °

F 53 A
A
2 #(99.9%)rEp *t Sigma-Aldrich ; ¢ fiF(95%)FEp > B3z ¥ 3 L7
? fz (HPLC grade)pdp ** Merck °
e
% 2.7 vA+ fig ¥ (Schisantherin A)£ T vA+ % (Schisandrin )R p >+ B i £
FRALT AR Y 98%1E o
pE 5
B PR BTG

BeAgdh 60 & BRS040 ¥ SOmL 3w F ¢ > Eagde »

TR~ 5% R 50%7 R~ 2 fE s 75%0 fE  50%2 fF & 25mL 0 A2 ik
$= I AJL(#* F 300 W » 47 % 40 kHz) 30 4 485 3~ 10 4 45(% 5000 x g)°
™ No. 1 g Ailig > P~k ° # 3 £ 8 g (Syringe filter, PTFE 0.22 um) >
o0& & 10l /2 » B saiv ik 4p & 47 R(HPLC) » 1 #7p| @& 5o € £ 2
HIAFEITETRI T R AR iR e T AT B4

B A HGTR

BrREFB-A TR R(EY 2056 %) 04 g> & 50 mL &g~ 9 o ﬂ@
FEte r TR 25 mL o A2 4R T RJIE(# 5 300 W0 #F 5 40 kHz) 30 4 4 o
s 10 4 48(6 5000 x )0 12 No. 1 jgAiEig > Pk E#H 3 25mL &
P oo 4o r AR T %] R > 33 £ i/ (Syringe filter, PTFE 0.22 um) » =747
H 410 pL i » HPLC » AGEIRA 47 F it > 2 5 R 58 584 > 2 34y
TR ARFER 2 TE R EF K
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1. B P B 2T vk+f" 0.5mg > 4 ImL 0" Bl =% 1mL 7 I v&+fig
P 500 pg R SR H AR TP ﬁ%"ﬁ‘ﬁ.l. 20 pg/mL = % pe 4R 2F 5
/p/ﬁ °
2. BAEAPARE ST AF T £ 05mg e b ImL 7 @A E Iml 7 7R
7 500 pg R R AR 0 T 0 ® ﬁ%’“ﬁ"ﬁ; 40 pg/mL % = 4 e R F &
AR e

(2 ) &%
BREAEP- A0 A (B F 20 L6 4) 9 04 g> ¥ S0 mL e F ¢ >
FEde ~ P AR 25 mL 0 A2 4R F ASR(3* 5 300 W o 4E 5 40 kHz) 30 4 48 >
w10 4 48(% 5000 x g)0 2 No. 1 g Aiig > Boipik > R AN €4 HK
el ik AL S0mL 2 285 > e "EINAE  HILE
Ja(Syringe filter, PTFE 0.22 pm) > T {8
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1. Bpges BT vk fig 8 808 73 7% 3 £ (500 pg/mL) » 2 ¥ ﬁ%;ﬁﬁrﬁz\ 73
A g ® A %5 2501005020~ 10+50~1.0 pg/mL e 2 204 7% o 12+
A £ P10 uL A )iz » HPLC &7 8 447 > 1% B8 5.2 % 6 f(y
) frif b 2 R R (x )i FRME YR 0 & AR EMRL 2 AN y=ax+b
SAp R B R?

2. Bagen P TR 0 RSG5 K 3 i (500 pg/ml) - 1T ERAFR S E T
BT T E A E[ G 250~ 10040 ~ 25~ 10 ~5.0 ~ 1.0 pg/mL SE3E 5in i o 14 b
A £ P10 uL A )iz » HPLC &7 8 447 > 1% B8 5.2 % 6 F(y
) frtf b 2 DR R (x )i AR YR 0 & R EFREMRL 2 AN y=ax+b
BB A B R? o

(=) % RF®
MIRFART BT RS T 2k R A B 5 20 pg/mL 2 40 pg/mL 2 ¥ PR R
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fn® BT eAF T Fed ik o ff S dptR o ROAPEHREL -

PRI T E AR UERK

¢ i?[#&*L(Limit of Detection, LOD) * #-¢ Jrik & 2 I 573 7% 3 $741 >
FrrmEL Rl S =3 kR TS BRI GIE

£ #&*Y(Limit of Quantitation, LOQ): #-° “rik & 2 I 53 i 7 ¥74fH1 >
FomERM L 10 P ER o (TR TG IE o

o

b o g R

LB i‘rit;\—}ﬁjag 2 rj’Jg«,\Z{—%—é&‘-%ﬁ‘}n%S i 7-21-1 _g,{gi%;_ﬁnqozg,/»\
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(+ - ) HPLC & #7if i2
1. & +7 ¢ : Phenomenex Luna 5U Cis Column (250 x 4.6 mm, 5 um)
2. ¥k E 1 UV225nm
3. ;i ¢ 1.0 mL/min
4. FHER 135°C
5.4>% - 10pL
6. # & 4p :
P & (min) z 7 (%) -k (%)
0 50 50
35 50 50
50 80 20
60 80 20

(=) 27 EalvksBHT ERZT

B 1040 G 5 T oA+ FH it S5 WE 2 WE Rz > 10
uL i 5 3 443 » HPLC » #7# T30k % 6 ff iR T 258 2 w3 B v T
RIET BTSRRI A G E o



(+=) 33vkF# &2 UPLC & 75 i

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

2. #pAE UV 225 nm

3. swiE 0.4 mL/min

4. FHIER 1 35°C

5.50~8 11l

6. # & 4p :

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

0 50 50
2 50 50
6 55 45
10 85 15
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(=) # B aisksik&2 HPLC A 7
WF G 3184 2 ATTT A diRe s BB R T AT ST T eRT g ”
BT eRT U AR (FlS ). TR T A BES R=2.00 4 & FF T=101
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F- B EREF R

i 4 I ehT IA3 O3 B E
% & # (mAU) A& G (mAU)
v AR 2111650 3082523 \
75%° f% 1761963 2502834
50%7 fi% 1129121 1780577
o f% 1676243 2561095
75%¢ f% 1171558 1770717
50%¢ fit 1521293 2169341

(2) e 5B Hm R

BERHTER2 AR S BT RIMIETIRIT R X(F B

S 4 3 98%) o

e R S E k4 #
Rl S o g =
A% & (mAU) 7% 5 (mAU)
% 1=% 2023012 2996288
2% 159156 239398
% 3 =% 12727 24665
% 4 =% 2643 3652
% 5=% N.D. N.D.




() BEEIARIMEmTEIRI T ZHRER
EARRRIARFET (OFE P BATRE G ffehF BE(y)T R I D
BER N L y=48587.11x + 92171.67 » R2=0.9999 » k7 kA % 1.0-
250 pg/mL § 2 HF PR (B Z) -

3k
y =48587.11x + 92171.67
R2=0.9999

12000000 -
10000000
8000000
6000000
4000000
2000000

0

A & £ (MAU)

0 50 100 150 200 250
& B (ug/mL)

Bl= ~ TRFM? 2 k& RE

ErARERIGFTF (OE P EITRE 6 ffF BE()TE I D
¥ E M ARV S y=55240.13x — 23879.84 » R?=1.0000 > %71 )k & & 1.0—
250 pg/mL § 2 4F AR (B2 ) -

IR+ 7 2
14000000 - y = 55240.13x - 23879.84
= 12000000 - R2=1.0000
g 10000000
> 8000000
s
.= 6000000
4000000
2000000
O T T T 1
0 50 100 150 200 250
J & (ng/mL)




FZ ~IvRFMTEIRF T F2Z R E A AR

HRBES | kR (ug/mL) SURY AR R?
IvRFfg"” 1.0-250 y =48587.11x + 92171.67 0.9999
Ivk+ 7 % 1.0-250 y =55240.13x — 23879.84 1.0000

FoESET 4% HPLC T8 2 el B & 247 > TrRFfig? 227wk
FOEHBREZAPHEEL AN L 022%% 0.08% ¥ fh kgt &R
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(=) EHPERETER%

Bk S EBET o % HPLC 2 B i 2 enE 4F 24 TohT " 217 vk
FOEEATH 2 AR L S u L 0.79%2 1.47% 0 b kg BE R
PooTrRFART BT RF T F 24 N R FE U2 APEHER L A B 5
0.52%% 0.81% > i 2 & -] » 477 fsﬁgr@rgjgrsttm JER 2R BlaE
RN g

() HRHE S T 81 GR%
IrRF A" BRHE'T S 0.05pug/mL (BT ) TE#&'TE 0.15 ug/mL (H
2) o TrRF T H W RHETE 0.02ug/mL (B - ) TLE®*TE 0.06 ug/mL (H
,\) o

AL
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00 50 100 150 200 250 200 250 400 450 500 550 min
B~ > TR+ P 22 TEEUE 47 F
dow ~ LI AT
Bl IR+ 7 2
iR P — —
kB R.S.D. (%) kB R.S.D. (%)
#H%AE  (n=5) 20 pg/mL 0.22 40 png/mL 0.08
g4t (n=5)| i&&i%i%(No.7) 0.79 # 5% % (No.7) 1.47
rt (n=6)| &3 r(No.7) 0.52 # 5% % (No.7) 0.81
W pR 2 (n=3) 0.05 pg/mL - 0.02 ug/mL -
7 ¥ 1% (n=3) 0.15 pg/mL - 0.06 pg/mL -




(L) Frewfes @&
TR fig " T e m AT E 5 98.0% 0 Ap R ML 5 1.82% -

231~ TeRIFFY fhew e
53 BZPHE | 7FE | >R | BEE | wiF |TEw S | RSD.
) (mg) | (mg) | (mg) | (%) (%) (%)
1 0.20 0.51 0.50 1.013 100.60
2 0.20 0.51 0.50 0.997 97.40
3 0.20 0.51 0.50 1.004 98.80 97.96 1.82
4 0.20 0.51 0.50 0.989 95.80
5 0.20 0.51 0.50 0.997 97.20
ToRF T T e w T F 5 98.0% 0 Ap R KL 5 2.37% ¢
27 IF T iR hew e d
ot EHHFE | 7FE | rE | BIEFE | v TS| RSD.
) (mg) | (mg) | (mg | (%) (%) (%)
1 0.20 0.66 0.60 1.262 100.33
2 0.20 0.66 0.60 1.250 98.33
3 0.20 0.66 0.60 1.257 99.50 98.03 2.37
4 0.20 0.66 0.60 1.225 94.17
5 0.20 0.66 0.60 1.247 97.83




(L) 44 @,ﬁ:{,;%g}/}ﬂ:qi

1033 TR+ 842 2 ER L % E0F ) I 977 > TR "
72 5 0.090-0.384% > Tek+ 7 %y B 5 0.191-0.442% > T ek fq® 217
A+ Fenit 7§ 5 0.288-0.826% » 2 k(1)% T vk %*%##ﬁ%wv\i‘f%*ﬁa
7 E002% B E Bk T vRS fig T Ok 3B R 1431 8000 (R
20000)°(2)% I tAF EHp 3 A TR 7 Fehg £ 7 #5030 03%:
BT eRF 7 R E B2 T 8000 (F % 3 200000) o (3)F
AP BT RT T B3R R E S 05% o
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124

T

g

wéﬁ\mﬁ “"\

A
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B2
i
L=
FF

2o A LT RIS TRI MBI AT Y R B
ZHm5L(No) | TrRF M 2 £(%) | I+ 7 %7 £(%) BE (%)
1 (NB) 0.296 0.428 0.724
2 (NC) 0.098 0.191 0.289
3 (ND) 0.221 0.344 0.565
4 (NY) 0.199 0.291 0.489
5(CA) 0.090 0.198 0.288
6 (SA-1) 0.293 0.412 0.705
7 (SA-2) 0.263 0.380 0.643
8 (SAA) 0.311 0.428 0.739
9 (SC) 0.284 0.352 0.636
10 (SU) 0.384 0.442 0.826




(+- ) 83rk+ EH2 HPLC 4 ¥ B3 e =
Po 103+ B a1k fe 5030k & 10Ul &4k > & {7 HPLC 4p = BlG#
SR Lo
1. & 47 'g : Phenomenex Luna 5U Cig Column (250 x 4.6 mm, 5 um)
2. #BIAE DUV 225 nm 3. s#i& ¢ 1.0 mL/min
4. FHIER 135°C 5.;+~% 1 10puL
6. # & 4p :
F& ¥ (min) ¥ (%) -k (%)

0 50 50

10 50 50

30 55 45

45 85 15

50 100 0

60 100 0

L0000
1 PR+ fig ¥ TekF P %

N e
0 25 % 75 N0 RS B0 msooA0 mS B0 WS N WS OR WS OL0 45 KL @5 N0 md
B4 ~ 1035 7 vk F4h2 HPLC 4p 2 Rl



(+=) BERToRTMT &7 k37 %2 UPLC & 47
WHEGEER 490 2 7.89 A& AL BT IAIMT BT AT T ZEE
st i () o

0.88] .
: . EEEE
] - S
] P
ose I AT AW
5 ] \
< 0.44]
0.22] /L
OOO T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 1.40 2.80 420 5.60 7.00 8.40 9.80
Minutes

B~ TekF g 27 vk3 7 F4R 0 503 % 2 UPLC K 17 @)

(+2) % & &7+ #% 52 UPLC & 47
HHEGER 491 2 7.90 A4 BB 3T AR ST T AT T &
IvRF 9 Ferh (Bl -)e

0.367
1 TR+ 7 %
0.277 —TL" p%:,. EIE] 12
=] ] \
< 0.18]
OOQW
0007 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 140 2.80 420 5.60 7.00 8.40 9.80

Minutes
B-L- -7 8373 &2 UPLC & 47
(Lw) TrkIMmP AT A3 Erye
A+ 3% 1 C3H3209 5 & 3 £, 153657 5 Y3 8L 1 122-124°C 5 v ¢ F4Y o

(£7) Tw3F 7 i
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(2 +) Tek3fg? ch UV Bz

mAU

C

250+
0,
| | ‘ | | ‘ | | ‘ | | ‘ | | ‘ | | ‘ | |
2000 250 2500 2150 3000 350 nm
B+ ~ TekF A" 0 UV Bl#
(- ) IRF @Y hid ~HEFH
ZAN I vRF AP ha s RLTYE =8 (CDClL)?
position ou (600 MHz) oc (150 MHz)

1 - 152.2

2 - 141.8

3 - 151.9

4 6.79 (s) 109.9

5 - 130.3

6 5.79 (s) 84.8

7 - 72.3

8 2.07-2.13 (m) 42.7

9 2.20 (d, 13.8), 2.33 (dd, 13.8, 9.6) 36.4

10 - 135.1

11 6.54 (s) 102.4

12 - 148.8



13
14
15
16
17
18
19
1-OMe
2-OMe
3-OMe
14-OMe
1’
X
3°,7
4°,6°
5

1.36 (s)

1.16 (d, 7.2)

5.62 (d, 1.8), 5.76 (d, 1.8)
3.55 (s)

3.87 (s)

3.91 (s)

3.28 (s)

7.44-7.47 (m)
7.30 (t, 7.8)
7.48-7.50 (m)

134.1
140.2
121.0
122.2
28.1
18.9
100.4
60.7
60.8
559
58.6
164.7
129.4
129.5
127.8
132.9

4(Multiplicity, J in Hz) in ppm.



MeO
MeO

MeO
MeO
MeO O

MeO

21w ) 737 2 'HNMR Bl

- o ——

g 33 go 3o

3 87 ES iR

K ca R
| J Y
T T

L 1§
j //AH» j 4 J’r S f’_,/r
1 J [ JJLW_JJJLJ (S . S
2 N ‘

L T T T 1 T
8 7 6 5 4 3

= - gt e L .
1.92 5.64 1.00 1.00 1.04 2.93
11.51 1.02 1.00 1.02 2.94

BlL = ~ I3 ? % 'HNMR B:#(CDCh)



L7 ) 737 2 3CNMR B
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BlL ~ ~ T rkF 7 % 0 13C NMR Bl (CDCls)

(z L) 73 7 % HESLMS B2

434.2527

702 [M+H]"

602 >/

557 417.2259

Relative Abundance
o

35 [M+Na]"

3
) 4352558 /

2 439.2076
15 418.2292

4402108

; . 1L

L e O S s S s By s B By B L B e |
400 405 410 415 420 425 430 435 440 445 450
miz

BL41 ~ 737 %5 ESI-MS Bl
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) IR

(==

[ _9e'9z8e

R _61'5267
T 8786

/cm.;aw

500 |

1500

2000

Wavenumbers (cm-1)

1000

2500

3000

3500

\
w P o & © o w ) w o m
N« - - i T oo
BoUBHIWISURIL %,

FTIR B]:#%
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(= +»~) Iwk+7 40UV B

oOT

mAU
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(Z 44 ) TvRF P HE B2

4 ~IRF T Zend T F 24 (CDCL)

position ou (600 MHz) oc (150 MHz)
1 - 151.6*
2 - 139.7
3 - 152.8
4 6.51 (s) 107.1
5 - 139.1
6 2.02 (d, 13.2), 2.26 (dd, 13.2, 9.6) 35.6
7 1.76-1.82 (m) 40.8
8 1.86-1.91 (m) 33.6
9 2.48 (dd, 13.2, 1.8), 2.56 (dd, 13.2, 7.2) 39.1
10 - 133.9
11 6.52 (s) 110.4
12 - 151.5*
13 - 140.1
14 - 151.4*
15 - 123.4
16 - 122.3
17 0.98 (d, 7.2) 21.8
18 0.72 (d, 7.2) 12.7
1-OMe 3.57 (s) 60.5
2-OMe 3.85(s) 60.9
3-OMe 3.88 (s) 55.9
12-OMe 3.87 (s)* 55.9*
13-OMe 3.86 (s)" 60.9"
14-OMe 3.57 (s) 60.5

%Multiplicity, J in Hz) in ppm. *#interchangeable.



3 I vk 4k # (SCHISANDRAE FRUCTUS)

- ~HH
PREp R ML Y B TeRT YL 104 o

CRFZETER

(- )HPLC ®E 2 k47§ 1+
Shimadzu LC-2040C 3D ¢ 7 Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; & 47 ? 12 Phenomenex Luna 5U
Cig Column (250 x 4.6 mm, 5 um) °

(=) 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) °

ECRHFRS EM A
(=) 34
2 % (99.9%)rp >+ Sigma-Aldrich ; 2 f5(95%)REp *T M3z £7 127 3
? A% (HPLC grade)pp ** Merck -
(=) H& 5
8 5. 7 vhF fig ¥ (Schisantherin A)£? T vA+ ¥ % (Schisandrin A)PE p = B % # 4£

452 BRE 98%L b o

;C,.
4y
K
~F
e
o
ot
by
3
T
;ﬁ
4
%)
i
4y
ki
4
<

BIRIA Y B EE Bk s

I-».\
i
4y
E
4
=

(Z) HERERELZR
1 BFEfBARE ST k3 A" 0.5mg > 4 ImL h? @ &% ImL 7 7 k5 fq
7 500 pg iR SRR E AR 0 0T AR D 20 ng/mL Bl R R 5
/%fli’ °
2. BREEAHPARE TR T £ 0.5mg > 4 ImLh? @A F ImL 7 7 k5 fq
" 500 pg iR S GEE B 0 200 B D 40 pg/mL B A HREE S

Q o

o

o
Yl

(z) ®&BR



Bt At A(ES 20506 #)9 04 g0 % SOmL g @ » &
Fede ~ 7 AR 25mL » 423 g BFASE(# % 300 W o 47 % 40 kHz) 30 A 45 -
o 10 A 454 5000 xg) 0+ ™ No. 1 ik » B ihir » RANA £/
Bolzco £ R R AT S0mML 2 LRI > ST INA LB
e (Syringe filter, PTFE 0.22 pm) » T {8 o

(7 ) Bz
Ao ) BE Fr ek Pt PR AR U 0%~ R i3 R 10l o 72~ HPLC - Rl 2
q,,,@’;_gﬂ,ﬁ/”\ J;J_-Er/p/l 7¥1}\—+fjp‘ E*v{—r"—%m ‘E_"_’E‘T'v%g’c’
(=) BER

I Brge PeT vk g " R & 55 % 73 7% i (500 pg/mL) » 2 7 R4S 2 T
A g ® A %5 250100502010 +50~1.0 pg/mL e 2 204 7% o 12 ¢
Bk P~ 10 uL & Bt » HPLC & 7 T & A 47 > 1% R 522 % & fi(y
o) frie b 52 kR (x fh)iE R W §F > & RIFE M2 2 250 y=ax+b
27 4p B ,aﬁf{ R? -

2. Brppe BT vk P FARME S REH 3R £(500 pg/mL) 0 T mEAFE S E T
A+ T 20 H5E 25010040 ~25~10~50~ 1.0 pg/mL e 208 % o 12 F
B 2P~ 10 uL ~ w2 » HPLC 2 7 2 & 4 47 > J* B 22 % o f(y
) frtf b 2 DR R (x )8 FRME Y §F 0 & AR E MR 2 A y=ax+b
BAp B R #R? o

(=) H%RRER
MIRFART BT RS T 2k R A B 5 20 pg/mL 2 40 pg/mL 2. ¥R R
WA RGBS S A B TR T BT rRT T F ek g ff 5 g tRe
FAp R E L o

(~) EAPRE R ER
. EAM B -#3 Balvkig b i kalikIgrBearils
ETEAE S eIk I A PR EAIR  BERBIE AN TR ST
“*;“B%ﬁj?ﬂ(%)%#ﬁ*ﬂ R AP EHRE A -
2. REIM B - M LS TRIE SR A RRTRIE VRSB REAR S
e V%—ﬂ-f.)t S AR AN 0~248516~24 /] pEEAR R R
A w| T RS g T BT kT R G A R AR RORERE L

(’L)Ig/ﬁ *X’E’—K Pé‘%%
. B pHE (L1m1t of Detection, LOD) @ #-¢ vk & 2 *ﬂ SRR i
FOUREIY L 23 F kR 0 (e 5 R R P



2. zi_{ 1% *3(Limit of Quantitation, LOQ): #-2 ik & 2 1h- % 503 i # S74F# -
BRI L =210 kR 0 (TR R ERNUGIE o

(£ i tew e s
Lo wlvkdfig? g RN IRIETHE RS B & PERHERY02g »
Bl4e » 1mL 17 vk fig ¥ 03 7% (500 pg/mL) > I 346 &% i W H > 2 3 (T
% o
2. wIvhF T A R B TRIAY B AS B E PR 02g A
Bl4e » 1 mL 507 vRF ¥ 72 7% (600 ug/mL) » I ¥ &R W H 2 02 g (TR

.
T e

(+ - ) HPLC ~ #7if it

1. & 47 ¢ : Phenomenex Luna 5U Cis Column (250 x 4.6 mm, 5 pm)

2. ¥ Bl £ UV 225 nm

3. wig o 1.0 mL/min

4. FHE R 135°C

5.0~ % 1 10puL

6. # & 4p -

P [ (min) ¢ 7 (%) -k (%)

0 50 50
35 50 50
50 80 20
60 80 20

(+2) 243 baikigr s ERT
o1t e Tk IA T RGEARAF T EHABRSZR L 10
pL if 4§ 3 443 » HPLC » #7118 T35 4% & LR =l R SR R AT R

CRESE SRR LN RS B



(+=2) » IR+ 4%k 52 UPLC K 47 %
1. %47 % : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pum)
2. #iplk £ 1 UV225nm
3. inik 1 0.4 mL/min
4. FHE R 135°C
5.4 ~% 11l
6. #H4p :

P (min) o %% (%) "k (%)
0 50 50
2 50 50
6 55 45
10 85 15




_1 “p'g:

(- ) BE ST RFA? 2T vk+ 7 %2 HPLC £ 47

W TR 3183 2 4774 A Has B BT T RGP T B2 RS 7 L
b ) & B
200"
] I+ 7 %
150 \
100-| Ivk+pg"”
50{ \
07\ | | | | | /\ [ | | | | |
0.0 50 100 150 200 250 300 350 400 450 500 550  mn

Fl- ~ T rA+fa" 27 sh+ 7 F482F 503 % 2 HPLC & 17 W]

() ® &37vk+% &2 HPLC & 47
SRR 3171 & 47.96 A4 WET 3 T AT A SR &Y TS
fia ¥ 81T RS T R AL (B2 ) o ToAF AT A 5 (R)2.03 > 3= & F15 (D) &
1.00 > TerF " 224 IR S 2,99 3 £ F|F (1) 5 1.01 > 34k kg * 1
B fp o

L T B B B B B B L L B e By B e Sy B
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0 55.0 min

Bl= % & %3 k34 %2 HPLC & 7 B

(Z) BERTRImMIETRTI T ZHE

E2 R ERIRIEMT(XHEE P BITRYE 5 f DR B E(y)TE Ik

P4 28 5 y=48587.11x+92171.67 » R?2=0.9999 » & 71}k & & 1.0-250
ng/mL § 245 cha IR (B Z) o



N
14000000 - y =48587.11x + 92171.67
~ 12000000 - R2=0.9999
< 10000000

0 50 100 150 200 250
JE B (ug/mL)

Bl= ~ TR+ 2 k& RE

A RRAI AT R E B AITRE 5 DR R E(y) T T 0k
47> 4258 5 y=55240.13x — 23879.84 > R?=1.0000 > %77 )k & & 1.0-250
pug/mL § 247 AR R(Rle ) o

IR T F

14000000 - y =55240.13x — 23879.84

~ 12000000 - R2=1.0000
< 10000000
8000000
6000000
4000000
2000000
0

A% & F (MAU

0 50 100 150 200 250
JE B (ug/mL)

Ble ~ TR+ 7 %2 6 & SUF

fo- TR EIRG T A2 R A2

4R ik A (ug/mL) M w o A R?
T vk fig® 1.0-250 y =48587.11x +92171.67 | 0.9999
IR+ % 1.0-250 y =55240.13x — 23879.84 1.0000




(2 ) # % B #%
PSR 1% HPLC TR E 2 % B 24 > TR F g &7 vk
U EAHBARZAPEHEE LA U S 022%2 0.08% > 5k ki v R R

PEEEET ’f] HPLC =z & i 2 end 4 {4 2 4% > TrRF AT BTk
FO AL APHEE L 4N L 0.84%% 0.68% 0 o h kMt R R
BooTrRFAgT BT RF T F 24 PR BT APHEREL S NG
0.60%% 0.56% > % it £ & -] » 77 %%)@@?’5’&_24 JER o Pl

T AR o

(+ ) #pHEE LB R
TeRFhq? BRHR'TE 0.05ug/mL (BT ) =& %5 0.15 ug/mL (B
2) o TvRF T 20 PR L 0.02 ug/mL (Bl- ) > T &% 5 0.06 ug/mL (B

/\) o

ALl

Ny

0.5 T T T T T T T T T

0.0 50 10.0 15.0 20.0 250 30.0 35.0 400 450 S0.0 &55.0 i

BlI ~ Tvh+fa? 2 §RHETE 47 B

apfRe
20 I PR fin
003 R, A
'GE' T T T T T T T T T T T T T

an o] o} 8 Faale] Fet] e le] o] FTals) Fia) k] g =i=



Al

2] TrRI %

; AN
i —

00 50 100 150 200 250 200 350 400 450 500 550 min

Bl= ~ 2 ok3 7 £z R U 47 )

Al

2_ Frk3 @ 7%

: \

o

00 50 100 150 200 250 300 350 400 450 500 550 min

Bl N~ TR+ P 22 TEEUE 47 F
R i
T RS iy P [t
Y iploE P — —
kR R.S.D. (%) R R.S.D. (%)

#%Aa  (n=5) 20 pg/mL 0.22 40 pg/mL 0.08
g4t (n=5) | & &i% 7% (No.10) 0.84 # &% i (No.10) 0.68
T (n=6)| & &% % (No.10) 0.60 # &% % (No.10) 0.56
& (n=3) 0.05 pg/mL - 0.02 pg/mL -
7§ 1% (n=3) 0.15 pg/mL - 0.06 pg/mL -




(=) Fptew e d %
TohFFa? LR e w T F 5 95.4% » Ap R E R AL 5 1.27% ¢

FZ S IRF T 4wt
e - 3R |[fer B OBEERE | wiF [TEw eS| RSD.
(2) (mg) | (mg) | (mg) (%) (%) (%)

1 0.20 0.51 0.50 | 0.981 94.20
2 0.20 0.51 0.50 | 0.990 | 96.00
3 0.20 0.51 0.50 | 0.993 | 96.60 95.36 1.27
4 0.20 0.51 0.50 | 0.991 96.20
5 0.20 0.51 0.50 | 0.979 | 93.80

TR+ P 2T R w oS 5 993%  APHIEE R L 5 2.33% -

R S T
ot EHHFE | 7FE |[erE| BEE | wiF |[T¥Ew eS| RSD.
G (mg) | (mg) | (mg | (%) (%) (%)
1 0.20 0.61 0.60 1.229 103.17
2 0.20 0.61 0.60 1.199 98.17
3 0.20 0.61 0.60 1.195 97.50 99.27 2.33
4 0.20 0.61 0.60 1.197 97.83
5 0.20 0.61 0.60 1.208 99.67




P BB TR (G SR T A 0 TR g eh

z % 5 0.088-0.382% > Tvk+ " 213 £ 5 0.178-0.452% » T vAFfn? &7

FRZ2adE 5 0.266-0. 822%0@?5’2(1)" T w34 wg*gg;u,\gcx:}ﬁ;a

PR ES02% 0 EHmF R T R g T LE B R 0T 8000 (F

% 20000)°(2)% I vk AL F gt A TR+ T 07 £ 7 0 200.3%:

Ts'-’_;miﬁﬂz#%v PR B E ok g 2B R A 143 8000 (B % & 5 200000) - (3)m T
FAPEA S TRIET BT AT T FRET FC0.5% ¢

RN Y AR LY SR e AN P L EIr

ZHm5iNo) | TRF MY 28 (%) | IRF7 %7 £(%) BE (%)
1 (NA-1) 0.088 0.178 0.266
2 (NA-2) 0.233 0.355 0.588
3 (NE) 0.189 0.278 0.467
4 (NF) 0.277 0.393 0.670
5 (NH) 0.284 0.351 0.635
6 (NI) 0.328 0.452 0.780
7 (CD) 0.382 0.440 0.822
8 (CG) 0.298 0.424 0.722
9 (SE) 0.096 0.210 0.306
10 (SF) 0.282 0.394 0.676




(4 ) &% 57337 2 UPLC & 47
'S/\"v/\/%?pj’:ﬁﬂ& 490 % 789 /}ﬁ]‘)f@/,,\ VV'J&’F"”-IE;\;ﬁ;]B 755‘2;\"‘3‘9‘%*;!1,—
B 2 e (B ) °

0.88]
] . Ivk+7 %
0.6 ER &3 fig ¥
=) ] \
< 044] \
0.22] }\
000 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 140 2.80 420 5.60 7.00 8.40 9.80

Minutes

B4 ~ TvhFAa? B3 vkF 7 218 503 k2 UPLC % 47§

(+) + &% TrkF4 &2 UPLC & 47
M P 491 % 790 A HAS HBF ST AT G A T AT
U T RGP o (L) o

0.361

0.271

2 0‘182 A \ \

0007 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T

Minutes

Bt~ &3 7wkF4 52 UPLC & 47 B
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- SCHISANDRAE SPHENANTHERAE FRUCTUS

: Schisandra Fruit

D A& 5 A fFF Magnoliaceae 24~ ¢ T A+ Schisandra sphenanthera
Rehder et EH.Wilson 2_ 2% * # %5 « ¥ f T m T &5 | o

- N3
(") iR
(=) HEREES
/’;‘ 3
(z) & K ¥
(=) B B &
(i) B B #
(=) E B
(=) I &R

[ 2 1) (147 22 529K 20187 vk3+)V
—B ARk 1.0g 4 ® ﬁiga 10 mL > 42§ A 4= 30 »
b8 im0 PR TR SBR o
[55=22) (A EHEESe )
—B A SRk 1.0g 42 B 10mL 23 T 1] pF
ik R RER T AT A A4 fF LmL R 2313 0 7 5
rr'é'f%‘*'/‘l °
B~7 vk 3 9 % (Schisandrin A) BB 5> 4c @ B E X & |
mL 7 1.0 mg 3R » (T2 $RIEFE LB R o VBT vk
fia ? (Schisantherin A)¥t PR 5> 4 P g @ % | mL 3
1.0mg =% % > 1% 5 ¥ RIEE B R -
HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
[EEA 1] (B4FB7 EHEES )

Tzl oLy PR (15:5:0)
[EB&2) (p FEZE 1Y
—Eiivfef Q1)
ERA 3] (p 7R 2)
—riRIAm 31
10ecm %X 10 cm ~ 20 cm x 10 cm
ERHIFLTG 15 Av\’ff_’ YERERR ERIEH 8cm o
AR 254 nm 2 % HERETT AR 0 2V 0 10%FRpR/
ﬁ?éﬁi&(HzSOMEtOHTS)ﬁ%w » 105 CHe# 2 15 % B ¢
B0 3t A bR 254 nm 2 % PR ST T HRAR o



I~ FEEEZ ERBE

F5%p o 107/10/08

B ¥R & (RH) @ 62%

B AEMRT):23 T

[EE&2) (R H)—Demicfef 2:1)
—HPTLC ¥ ¢} (254 nm)#

—HPTLC 10%#afi/o A3 BE ¢ {5 % ¢F (254 nm)ig

¥ LR Bt g

1-2>3 I v+ 7 %(1.0 mg/mL) 1:255uL
4:5:6 I vh3 iz ? (1.0 mg/mL) 1:2>5uL
789 weEpr 1 [F5202 1] 1-2>5uL
10511012 | #&3R 7T [FEE2 2 2] 1-255uL
EREZI2AFZ2ZHRERRY VI ARSI EET ;Bﬁiz%;%
Bood il mSRESY FL R K 2018 T R F X2 0 ER [F

1)
PIRG T ZEERRR S UL TR Y RERR RS UL &



BB ANES
F5%p 4 107/10/09
¥R ERH) : 67%
B REQRT):24 C
[(BEH 1] (B&45p7 EHEES P )—D et @y "/ (15
5:1)
[5522 1] (£%7 #L 5252018 7 A+ )—
HPTLC % ¢ %(254 nm)# 91 (T &+ HPTLC 10%Fifis/c &g & 15 % b %
" % Reig i 0387 k3 fig? ReiE i (254 nm) ¥ !
0.24)

[EBH2] (fFRS )—D % cfhef 2:1)7

[5522 1) (£87 #FL 5 =K 20187 vhF)—

HPTLC ¥ ¢} 5£(254 nm)# #1(F =+ HPTLC 10%Fifs/c fRBg ¢ 15 % b %
"% RES 054 TRF AT RAE (254 nm)#&

5 0.21)




[ER&3) (pABEF2)—me= @ 3:1)

[522 2 1) (8¢ 2L 5% =2K2018F v&3)—

HPTLC * *} k(254 nm)# (7 *R& =+ HPTLC 10%#rfa/e fe i d fs % #b sk
(365 nm)#&

"% ReEL 0450 TrkF Y RAE
% 0.13)

g;viz/ﬁ'§$‘ﬂ R
RV I HERT SN
Bagz [EB#&2)-

[5523 1] 23 ERAER

Ve SRR Y A
PR+ fig? o d 2T Ry IE?ULLT": PR REREY P



T ERREINER

F5%p 4 107/10/09

ip¥E & (RH) @ 55%

B RERT) 26 C
[Em&3) (p AR 1) rEllopie A 2:1)
[5522 1) (447 F2L 5 =4%R20187 k3 )—

HPTLC % ¢} (254 nm)¥s 9! v/ HPTLC % ¢ 5 (365 nm)# !

HPTLC % ¢ /¥ L %4k HPTLC & & /% ¢} k(254 nm)#s 41V

43



R G N E k(254 nm) R 10%FREE/ L FRE R (254nm) T B ¢ T R
ARNTRF T ZZ2 TR A" R Soagh PR B EE S N R I PR ET o

44



I ~tHaIkTERESRR
F5%p o 107/10/12
AP %% & (RH) @ 66%
B AEMRT):23 T
[EE&2) (R H)—Demicfef 2:1)
[F2ix 1] (34 #2082 % 2018 7 %)
—HPTLC ¥ b £(254 nm)# !

—HPTLC 10%#x s/ e fs &g ¢ 15 % ¢ £ (254 nm)f& &)

Blank

2 7w+ " %(1.0 mg/mL)
3 I v+ fig ® (1.0 mg/mL)
4°5 5% % 1 (NB)

67 573 % 2 (NC)

89 5% % 3 (ND)
10> 11 ¥ 53k 4 (NY)
12513 th 5% % 5 (CA)

14 Spike (¥ &% i 7)

45



—HPTLC ¥ ¢ & (254 nm)iz 0

—HPTLC 10%Fafie/c FdEd 15 % ¢ % (254 nm)

1 Blank

2 7 vk 7 % (1.0 mg/mL)

3 I vR3 fig ¥ (1.0 mg/mL)
455 &% % 6 (SA-1)
67 &% % 7 (SA-2)
89 &% ik 8 (SAA)
10 5 11 ¥ 575 % 9(SC)
12513 &% % 10 (SU)

14 Spike (t& &3 % 7)

BihpER SRA Y FL 52 K2018TRF 2 [FB 2 1] A TE . ¥
NpFERE [ERA2) s iTkF 7 22 7
(254 nm) T AR T F &2 10%F L/ ¢ fE iRk (HoSO4/EtOH TS) 75 16 0 105 C 4e

I GEF RS oo A K 254 nm 2 KM ERE T RARTE o

46

PR fig BB iE o AT Rk



% I RF (Y
T T B N STy

F = p P 107/10/16 1o 4% A (RH) © 63%
[(EEA 2] (p FR%E )—ne = e e f (2°
[F522 1] (5BLHY BL 5 =9K2018 4 7 vk F)

—HPTLC # ¢ (254 nm)# !

—HPTLC 10%Fxfie/e fs g ¢ 15 % b %£(254 nm)k o)

B AERT) 25 C
1)

1 Blank

2 I v+ 7 %(1.0 mg/mL)

3 I vA3F fig ? (1.0 mg/mL)
45 % 5% % 1 (CG)
67 ¥ 5%k 2 (NA-1)
89 % 5% 3 (NA-2)
10 - 11 W &% % 4 (NE)
12013 W &% % 5 (SE)

14 Spike (1 &% it 7)

47




—HPTLC ¥ ¢ & (254 nm)iz 0

—HPTLC 10%#nfic/ 2 fis B & 15 % ¢ % (254 nm) & )

1 Blank
2 7 vk+ ¥ % (1.0 mg/mL)
3 T vk3F fin ¥ (1.0 mg/mL)
4-5 &% % 6 (NF)
67 W &% % 7 (SF)
8-9 ¥ &% ik 8 (NI)
10-11 &%k 9 (NH)
125 13 t &7 % 10 (CD)
14 Spike (# &% i% 7)
SwmBEcR AT EN I EH
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