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JEAMMAGNOLIAE CORTEX)
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T DR P AR AN R 46 10 3 -

CREZETER

(—) HPLC R R EtErt
Agilent 1100 series * £ Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; fgfi’& 1+ Agilent ZORBAX SB-C18 Column
(250 x 4.6 mm, 5 um) °

(=) UPLC H&ss R EtErt
Waters AcQuity Ultra Performance LC > &% Binary Solvent Manager ~
Sampler Manager ~ PDA Detector ; @& 1+ Thermo syncromis C18
Column (100 x 2.1 mm, 1.7 pm) °

CRHEEE R KR
(—) alAl
FARE(99.9%)lfE 5 > Mallinckrodt Baker. Inc. ; Z.[%(99.9%) 1 2. £ (95%) &5
ME =R -
(=) Bt
Fﬁﬁmr AN (Magnolol) BRI E AR (Honokiol) i 5 1A 5 AV A
; GHREER 99%DL F -

TN R
(—) EEARUAE RS
USSR AR 4 07 B0 ZEMEREE 0.2 g > B S0 mL BROVE T - MDD

AHEE ~ 75%HEE ~ 283 ~ 75%ZF8 4 20 mL - HEE R IREEHE (I 300
W > #5240 kHz) 30 734 - DL No. 1 JEAREE - HUER @ A HEE
(Syringe filter, PTFE 0.45 pm) » BI5 - &t 10 pL 23 A S dmeimH @i
(HPLC) » LIRS AR o [ AN BAL A A NP A AR e T s Ry i (R SR A T
ZERUBE -

() BFEREHUR BN
REHERRHUA Sty R (SR 20 9TER4E)EY 0.2 g » B 50 mL B LV/E o > 48
DDA FHES 20 mL - B ERRZRE I (DR 300 W » JH32 40 kHz) 30 77
# > DL No. 1 JE&REJE - HURR > %% F 78 (Syringe filter, PTFE 0.45
um) > BIE o 5t 10 uL 7= A HPLC » FEIERN /T EEHE EHILTT7AZ KA ~
HERE > S AR FEREHREL -



(=) HIREREMAR
1. AEMERE AR AN S mg > il S mL YRR EREURGES 1 mL & 24N
1000 pg HYFEEAESLEERIAIR - 1L FFESHERE 2 80 pg/mL SR IR IR AL
AR
2. AEREREAUREAE IS AN S mg > i S mL A EEELEE 1 mL & F0E AN
1000 pg HIEEAESAEERIAIR - 1L FFESIERE 2 20 pg/mL SR IR AR AL
AR

(M9) @i E R
AEMERE HUAS Sy R (26 20 SREGSE)EY 0.2 g - B S0 mL B L/Eh - 48
HEANAFES 20 mL » B E R R I (T 300 W - #5340 kHz) 30 57
# > DL No.1 JEARMENE > HUBR > FRAR Y EERE 1 R &R > H
2 50 mL ZEEHT - JIFEEEZIE - &5 51878 (syringe filter, PTFE
0.45 pm) - HIf5 -

(1) AE%
RERREIR U HEATRE SRR~ AR 10 ul > JE A HPLC » JI%E > 7
AP SRE T RUA R P EA N B E AN Y & & > B

(73) TR

1. REHED HU AN R SL R (A 721 (1000 pg/mL)#E & - DI IR SR
A5 7% 200 ~ 100 ~ 80 ~ 60 ~ 40 ~ 20 pg/mL AIFEREAAIR » DL AR
AL 10 uL 53 REA HPLC #EATE R T > IR b 2 I A (y i)
FIEEAE ot Z R (x EiDHEFTERMERIER - WOKIS e BRZ ey =ax +b
BLAHRAAE R -

2. ARG ORI AN A (1000 ng/mL)# & - DIFEEMGRER S
FIEANG 77751 75 100 ~ 80 ~ 60 ~ 40 ~ 20 ~ 10 pg/mL IR © PLE
AR EL 10 pL 53 HIE A HPLC HEfTE B0 » AR S 2 R I T
(y BDRIBEEAE S 2 R (x BiDHETTERME[EIER - ORISR ER Z TRy = ax
+b BRI R -

(1) HEEER
1. DUSANERIE Ry 80 png/mL 7 S URHATEARE i 2R BAEUHE R 5 81 > DUEANERAY
TR R B AR - SRR SRR -
2. DUREANE AR Ry 20 pg/mL 7 S HETEAR S TRBIEERE 5 &F > LURIJE AR
BRI TR TR R B A - SR HHAR SRR S -

(V) EEMERE



1 EEME - BRI B EAM R - RIEAME S R A A T8 5 (0
JEAMEER AR o ERME - PAUSAN B EAN G Y 2 8 (%) RdEhE - K
MBS

2. fRE M AU &AM R - ARIEAME: fi & R 7 AR A M
AR STRIE 0~ 2~ 4~ 8~ 16~ 24 /NRFHERCINE > LUSANERELRTE AN
FRZ I TR R PR R SRR AR 2 -

(1) {HHIRRR B AR e
1. fEHIRPR (Limit of Detection, LOD) © i LRI 2 ARAE iy AR B i
B WLGRSRAENEL f = 3:1 BF ZRIE - (F R (EHRIR (L EHE -
2. jE BMKIR(Limit of Quantitation, LOQ) * & CLATIREE Z B X i AN B i
B o LGERIRAEREL B = 10:1 B 2R » fE Ry e B RAEETHE -

() IRDnE RS
1. FNEHEANE & B HYEANEM IR S (7 - B 2EEfE gy 0.1 g » s3hIin
A 15 mL FYEANAR(1.0 mg/mL) - M0k s iR B A BRERIE -
2. HNEHRIEANG S 2R EANEMIIR 5 (7 > B MR 0.1 g > 777
A0 1.2 mL FYATEANGZ7R(1.0 mg/mL) » S fZAg et A R B f T AR B

=

IL:. o

() HPLC F3#frl(t:

1. Ei7E © Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um)
2. KpHEE - UV 292 nm
3. 7z ¢ 1.0 mL/min
4. EMURE ¢ =R
5. FAE 10l
6.2 & :
I [ (min) FHE (%) 7K(%)
0 78 22
15 78 22

(+2) ZEmEEMAZENE
B 10 T B EANER e i A R A 7 A B R iR - B 10
nL ##4E 3 $1E A HPLC - FTfe-FH i AR iRhT g% 1 A=t Rk anE AN
Fy BRI SEANH & & -



(+=) EAMasz UPLC @ik
1. JE#7%& : Thermo syncromis C18 Column (100 x 2.1 mm, 1.7 pm)
2. ALK& £ UV 292 nm
3. /i#E ¢ 0.4 mL/min
4. ERERIE © TR
5.7 A= 1puL
6. #ZENHH -
e (min) FHEE (%) 2% % (viv, %)
0 78 22
10 78 22
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(—) FEEmEAN 2 HPLC g
AR 8.8 o $E R U IR A MR o op7 e ([ —) o AU B IE R
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[ — ~ FOEANE AR AR 2 HPLC EifrlE



(=) mEEMzaim HPLC g7
A7 IR ] 8.8 Ml 6.9 538w 73 AT R IEA M frm P AN BN S AT iy
28 =) - JEANG 2 TR (R) Ry 4.15 > FERAT(1) R 1.10 > FIEA
B Z ST BER(R) B 2.31 > FEREINT(D Ay 113 > {ERGUEAITEZKA -

E
;

| AN -

B = ~ T EE MR HPLC [EiE

T [EANEYBLRE AN 2 Sy Bl B RN 1

JE AN FIE AN
pan 4.15 2.31
iR 1.10 1.13

(=) BEERERUATE S
DA RS R iy - 5 vl B4 B2 B P 1o JE AN BN LA N R e TET AR
BN > BURHER Ry B RUB A -

R A EDEHAHEERL

oy JER N R e T A FIE AN R e I TR A FEREHL
i 2416.7 3131.7 \
75% i 2335.4 3028.4
g 2281.4 2944.0
5% 21 2276.4 2913.8




(M9 e EREHUR B

SERBURAERL 2 THA_E ERE AN B E AN B8 = (FERER A

X 98%) -

K= [EAMRan R HUREEHS

R | AN | R
Ry 2416 3131.7
%2 % 77.2 125.1
B3 7.5 15.1

(F1) PEAE S EANG BN S AN i 4R

1. SR RS AN (x) 3 2% 5 ATz e T F i 2 FE B () TS B A i 4R 7

fEt By y=12.8820x — 45.2541 » R?=0.9998 » ZE/IEEAE 20-200 pg/mL
A RATHIERIE R (R (B Y) -

JE AN
y = 12.8820x — 45.2541
R2=0.9998

3000 -

2500 -

2000 -
=
=

1500 -
ut
=

1000 -

500 -

0
0

50 100
JE B (ng/mL)

150 200

250

VY~ JE AN 2 e 4R




2. EAELREEAE AN ()% 25 B TR e R S e (E () Fr S 2 fa & 4%
JiR2 B y = 18.1628x — 18.6444 » R? =0.9998 » HE I AE 10-100

ng/mL 7 BAFHYSRMERE (R (E 1) -

2000 -
1800 - FIEANE

1600 | y=18.1628x - 18.6444
R2=0.9998

1400 -
1200 -
1000 -
800 -
600 -
400 -
200 -

HE SR

0 20 40 60 80 100 120
JE B (ng/mL)

[~ AN e B AR ]

VY ~ [EANERELAE AN 2 A AR TR

B AEAE e[ (ng/mL) SRR T RE = R?
JE AN 20-200 y = 12.8820x — 45.2541 0.9998
A 10-100 y = 18.1628x — 18.6444 0.9998

(73) SR
HERGEREUR > MM HPLC EEMRFHVIEE BiF - EANG BRI E
AN 2 T Z AR 22 57 Bl Ry 0.51%A0 1.05% > AL RS FH MK
A o

() ERMEHEEE R
HERGEIREUR > M HPLC EEMRFHVERNME RLF - [EANGELRIE
AN B P AR AR 22 57 Bl Ry 0.27%E 0.54% > PIAE RS FMEZEK
A o JEANEBLATEANRAE 24 /NIFARIE » TRE MEAHBHEAEZ 7 Bl By
1.60%E 0.75% » S{EFEE]N - ERTAR I EENE 24 /NRFASERE > HI
HERRAER -



O (HAISRPREL E B Rt R
JEARNE AR By 1.0 pg/mL ([&]7X) > & EAMIR 5 2.0 pg/mL (fE
) o FOEANE FHISFR & 0.8 ng/mL (&/\) > SRR A 1.0 pg/mL ([
Ju e

- AN
f A . |«

E |
| |
T T T 5 T 0 z

~ RN s R e A [ =~ JEANER 2 3E AR PR T

]
b
e

| e f | U

&\~ AEANG AR e B AEANG SRR T

RIL~ SRR

. JE AN FOE AN
HoAlE — P
B R.S.D. (%) D33 R.S.D. (%)
A (1)) 80 ug/mL 0.51 20 pg/mL 1.05

EEME (n=5) | i@dmE R (No. 8) 0.27 i a R (No. 8) 0.54

REM (n=6) | fdatiaiR(No. 8) 1.60 i a R (No. 8) 0.75

{EUHIARFR (n=1) 1.0 pg/mL - 0.8 pg/mL

JE B[R (n=1) 2.0 pg/mL - 1.0 pg/mL




CIDR/VIIEILrES Y
JEANE PR INEICER By 98.6% » HHEMEAERAE fy 1.82% (FR7N)  MIEANE
PR INEER By 97.7% > MHEMEERZER 1.31% (RD) -

FN AN AN E R
P HEMME| AR | AR | HEE | BUeE | PHIEIER | R.S.D.
(9) (mg) (mg) (mg) (%) (%) (%)
1 | oo01 2.326 15 3.835 | 100.6
2 | o001 2.326 15 3.783 97.2
3 | oo01 2.326 15 3.815 99.3 98.56 1.84
4 | 001 2.326 15 3.819 99.5
5 | o0.01 2.326 15 3.769 96.2
R~ FEANRIIEMER
o EMME| oAE | AR | HEE | BeR | SFEEIEE | R.S.D.
(9) (mg) (mg) (mg) (%) (%) (%)
1 0.01 1.994 1.2 3.141 97.0
2 0.01 1.994 1.2 3.129 96.0
3 | o001 1.994 1.2 3.160 98.6 97.70 131
4 | 001 1.994 1.2 3.168 99.3
5 | 001 1.994 1.2 3.149 97.6




(+) 2EENEEMNESENE
10 SILEAMEERT > & BAIE SR R A1 T - AN & &
5 1.88-3.87% » FIEFNGEN & 8 Ay 0.34-2.13% » AN B AN E 4
5 2.66-4.63%  FREFFEMTER LT EANR T2 &S00
0.80% » BJEAMNEFERIELANRII AL A 1S DY 2.0% o AR AN
1SRN F e T B R E7 3000 (BERE(E B 5000) -

=)\~ ZETEEAMeE L 2 JFANG B EA NG & 2

ZERT AR5 JE AN FIEAN o

(No) 520 =20 JE AN B AR AN 48 & (%)
1(CD) 1.97 0.69 2.66
2 (NF) 1.88 0.99 2.87
3 (NJ) 3.87 0.46 4.33

4 (NN) 2.93 0.46 3.39
5 (NR) 3.56 0.53 4.09
6 (SC) 2.37 1.23 3.60
7 (SE) 2.39 1.02 3.41
8 (SG) 2.36 0.74 3.10

9 (SUA) 2.55 0.34 2.89

10 (SUB) 2.50 2.13 4.63

S 45{E+S.D. 2.64+0.64 0.86+0.53 3.50+0.66




(+—) MEEA HPLC {58 EREHE L
0L 10 # B EAMas AR 7 10 uL #EEE - (T HPLC f58UEREY
HE -

1. [@iT%& © Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um)
2. KHEEE - UV 292 nm
3. Ji#k ¢ 1.0 mL/min
4. ERDRIE © 308
5. 7F A& 10uL
6. FZEhHH
A% [ (min) 5 2% ZEE(vIv, %)
0 50 50
40 50 50
FIEAND
o IV )
o] y /
|.l- | 10
i g
soy-
1 [ | f\ 8
Ao 'E |I:I"'.h o .Il'.lm III“_ r
I, ‘ .
and— ’ o
5
o= | 1q
f I 3
-]
L z
. I:"r..-_ I..‘. ] ‘. l
a I 1Iu 2 30 =i

&+ ~ 10 ALEANEERS Z HPLC JEfriEl



(=) FEAE S SN BN E AN 2 UPLC &t
FAMRAIRFfE] 2.37 B2 1.69 J3 38w o3 5l B IR A M SRR A A 7 (e (]
) BRSNS 4 O U ([ )

1.50

1.00 /

0.50- j\
0.00-] -

ot oo ror tror ot
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.0C
Minutes

JEANE

AU

[ +— AN TR AR 2 UPLC [EifiE

2.00

AIEANER

2 100] }L e

0.50

0.00-

Minutes
[l ~ MEANIRERE iR 2 UPLC JgtfiE

(+=) miEEMainz UPLC i
e e RefE] 2.37 B2 1.69 Jy s oy Bl B S A M i o R AN BLAT
JEANE AR e ([ - =)

0.30

| AN N

0.20]
> b \ /
< ]

0.10-]

0.00-}

& += - T EEAMEimZ UPLC [EifTlE



(00 EAMNGEY 20~ 7T B BLERS

7312 CisHisO2 5 73T 1 266.3 5 J&HE © 95-96 °C 5 [ E[EHES -

(+3) EAMEHIEERE

(F75) AN 'H NMR [

Kagnolol

o o o
;2 8 8
-1 ] 2
Lm| A N
T i
-
B _ “
| |
| i
_ J“J — I _}L_._“l‘_. m J L b | L
| N | T T T T
8 7 3 5 a 3 2 1 ppm
——— —_ _ _
z2.78 10.34 21.88
11.43 0.0z 23.55

&g - JEAMEEY 'H NMR [EzE(CDCl)



(F) EAMEHT °C NMR [

Henak (o1

1.563

10.89
20,11

&+~ EAMEFY °C NMR E5(CDCls)

(/) EANGHY EI-MS [E]s

Thermo DSQII 8/25/2019 PM 02:15:31

El-MS —

Magnolol #108 RT: 2.61 AV: 1 NL: 1.35E7
T+ ¢ Fult ms [50.00-750.00]

100
95
80

85—

80—

mom MmN~
oo g o G
PR e

Relative Abundance
o
(=3
L

F\Xcaliburdata\CC Shen\2019\Magnalol

£

76.93 gggy 10496

54,92 64.03

80

(i e [ ]

80

100

196.93

236 90

183.92
224,98

208.95

114.93 127.04 15195 164.94 17794

222 96
218.95

i!j‘l Julll L‘ | 1!;
220

.l
Ay
N U
160 180

miz

&7~ JEANEREY EI-MS (B3

|
“\ ‘|‘ !“ I\I Lt i :l
120 140

200

1

[M]*

265.97

246.96

247.98

‘ 249.00

.L-‘- I —

240

260

| 267.00

' 268.01

280

prm

'l
300



(+J1) EANGHT FTIR &z

of i

FaTransmiltance
£

Ta
o
o
A

A0 EL 000 2500 2000
Wavenurnbers fo-1)

1500

[t~ JEANERHY FTIR [E5

(=) JEAMEEY UV RS

Abs

229 nm

. 291 nm

1 T

I : ‘ !
250 300

& +/\ ~ [EANEEY UV Bl

350

| nm
400




(Z+—) EFEHE - B2

=)\~ [FEANG &~ RAEEAI(CDCL)

position ou (600 MHz) oc (150 MHz)
1 - 123.44
2 - 151.21
3 6.95 (d, 8.4) 116.60
4 7.12 (dd, 8.4,2.4) 130.05
5 - 133.18
6 7.06 (d, 2.4) 131.11
7 3.35(d, 6.6) 39.33
8 5.95 (ddt, 16.8, 10.2, 6.6) 137.46
9 5.05 (dq, 10.2, 1.2), 5.08 (dq, 16.8, 1.8) 115.83
2-OH 5.34 (s) -

1 - 123.44
2! - 151.21
3’ 6.95 (d, 8.4) 116.60
4 7.12 (dd, 8.4,2.4) 130.05
5’ - 133.18
(Y 7.06 (d, 2.4) 131.11
7' 3.35(d, 6.6) 39.33
8’ 5.95 (ddt, 16.8, 10.2, 6.6) 137.46
9’ 5.05 (dq, 10.2, 1.2), 5.08 (dq, 16.8, 1.8) 115.83
2'-OH 5.34 (s) -

4(Multiplicity, J in Hz) in ppm.



(=42 FEANGRH T30~ 77 B EE R

7372 0 CisHisO2 5 7758+ 266.3 5 J&RS © 68-69 °C 5 Hfu[dElAS -

(Z=) TEAME &S

(=+r9) FIEANERHY 'H NMR &

Magno 1ol
> c pos wm mw sw =
2 3 233 % 2% 28 2
E s onag @ ed (2R 3
Ll i -
L i ‘ I
L | I
i
A ! J " I
; : T T T T ; T T T " o ——r
160 140 120 100 1] 60 4o 20 ppm

&1 ~ FUEFNREY 'H NMR [ 5H(CDCLs)



(Z70) FUSEANRHY °C NMR [z

Honokiol

152,048
77.211
77.000
76788

— 150,784

LG G

30,384

—35.1%0

— L T e o R
140 1z2¢ 100 80 60

& —+ ~ FIEAMIRHY PC NMR [EH(CDCl3)

(ZF7X) FIEAMRH EI-MS [E3E

Thermo DSQIl 6/25/2019 PM 02:32:39

E-VS

Honokiol #110 RT: 2.64 AV: 1 NL: 3.81E6
T + ¢ Full ms [50.00-750.00]

100—
95
907
857
80
754
70
657

507

F:\Xcaliburdata\CC Shen\2019\Honokiol

2]
3]

~
o

[N

Relative Abundance
EN u
(=) (@]

w
o
I

183.92 196.95
222.97
114.94

13298 164.94 180.94
76.93 90.88 104.97

5" 127.95 | 140.93 : ‘
54.93 8490 ‘ ‘ ‘ !
S P .—w—..J-ﬁ—LLUI " it e Lo Ly i W L

60 80 100 120 140 160

209.95

',[i.mi |

220

__

200

[ At ~ FEANGEY EI-MS (&3

236,96

20

M]"

265.99

ppm



(=4t) FEANHY FTIR [E&E

0
=1 |
!

b

SeTrardmilla o
8 ¥
27983 _
2017688
163804
1606.52

1496.25

3
1425 94

143065

1 LD
1
=3 015135.01/

12277

98627

MBET

27536

TavTa2

4000 3500 3000 2E00 2000 1500
Wavenumbers {om-1)

1000

-~ FOEANEREY FTIR [E5%

(=) FIEANGE UV [EE

Abs

i 256 nm
) 233 nm

3.0

= 292 nm

00 T I ! ' ! ' ' ; !
250 300 o

B —+= - FUEANGBH UV B

fmn

400




(=70 MEAMNRRISR ~ B(E2

T~ FEANG Z & ~ R(EEI(CDCls)

position ou (600 MHz) oc (150 MHz)
1 - 127.68
2 - 150.76
3 6.88 (d, 8.4) 115.55%
4 7.03 (dd, 8.4,2.4) 128.82
5 - 132.21
6 7.00 (d, 2.4) 130.19
7 3.33(d, 6.6) 39.39

8 5.95 (ddt, 16.8, 10.2, 6.6) 137.77
9 5.03 (dq, 10.2, 1.2), 5.07 (dq, 16.8, 1.8) 115.56*
2-OH 5.07 (s) -

1 - 129.61
2! 7.18 (d, 2.4) 131.13
3’ - 126.31
4 - 153.95
5’ 6.90 (d, 7.8) 116.60
(Y 7.21(dd, 7.8,2.4) 128.57
7' 3.44 (d, 6.6) 35.19
8’ 6.02 (ddt, 16.8, 10.2, 6.6) 135.95
9’ 5.17 (dq, 10.2, 1.2), 5.19 (dq, 16.8, 1.8) 116.97
4'-OH 5.08 (s) -

4(Multiplicity, J in Hz) in ppm. *interchangeable.
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¥ < % ! Magnolia Bark
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10 ¥ & (RH) © 45%
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