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# 4 (MORI RAMULUS)

- ~HH
PEp oL e P ER A EHE 104 o

CREFZAVER

(- )HPLC ®REZ2 B 47 ¢ 4o
Agilent 1100 series’ ¢ 7z Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; % 7 ¥ 1L Kinetex XB-C18 Column (150 x 4.6
mm, 5 um) -

(=) UPLC R B2 B 47 ¢ 4o
AcQuity Ultra Performance LC » # 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 ¢ ++ Kinetex XB-Cis (100 x 3.0 mm, 2.6

pm) °

S RHRESZ AR

(=) 3#H
? Az (HPLC Grade)rtp »+ DUKSAN PURE CHEMICALS ; ¢ % (99.9%)
Fﬁ‘-p » Slgma -Aldrich Co. > ¢ f#(95%)rEp >t R32F £ 5 A2 7 o
H® 85 v g F L AR (Oxyresveratrol)pp »t B2 5 32 7 » HPLC % A&
% 98%1 b o

TN R
(- ) REFFREEG
PRk o B AL 0290 B 50mL = &4a55g¢ o
FEAe ~ P FR ~75% 7 AR~ 50% 7 R ~ 95%2 fg ~ 75%2 fgfe 50%¢e fE & 20
mL > 425 A B adZ(# 5 300 W » 4 5 40 kHz) 30 » 4& - 4 £r{s 2 No.
1A > P~ kit 3 £ 8k (Syringe filter, 0.45 pm) » T8 - & £+ 10
pl 73~ B »cae e 4p & 47 R(HPLC) » i #7ip| 1B & 5L #E 2 5 Lo &
J& B (Oxyresveratrol) . + % & f# 5 B E & 5 B3 4 o

(=) G EPIHGTR
Atk 9 029(GE» 20 5Lé ) Hmfie 0 E 50mL = 444
ALY o R4 » 50%¢ R 20 mL > A2 Ak B AR (# 5 300 W o AF F
40 kHZz) 30 % 4504 #ris 12 No. 2 g A g > g 4r 50%¢ fE 2 % T 20mL »
¥#- 3 £ iB/g(Syringe filter, 0.45 um)> B~jg % » T {8 o= 4+ 10 uL ;= » HPLC>
RBDAEF I F SR FR e ER RS ARERR 2 X



(Z) #REESZR
AL 5 b9 & s (Oxyresveratrol)# sz €. 1.0 mg > 4e 1 mL 5
PEsElaE 1mL g § o ¥ g s (Oxyresveratrol) 1000 pg/mL i 4 =
BEH R £ AR L 10 pg/mL SRR SR R

(2 ) &3 R
Bk S k(3B ¥ 20 BLEF )X 0.2 o M AEAL T B 50 mL4aAjEg ¢ o
H A 4e » 50%2 AE 20 ML Ag§ A R RJZ(F & 300 W 7 5 40 kHz) 30
A4 1 NO. 2 il ARINA EATHRB- S0 & HRiR 0 2 40mL
2. ¥ BHLP 04 50%e % %% I % B ¥ 3 £ #8a(Syringe filter, 0.45 um)>
P 0 R o

() iz
B )RR BRI S5 i & e 5id % 10 pl i~ HPLC» i#l %0 * 1
W RHHped § 146 % s (Oxyresveratrol) sz £ » T iF o

(=) wER
WA P~ 14 6 F A% (Oxyresveratrol) 15 3 5 &% % 73 % i £ (1000
ng/mL) > r2 ¥ g ¥ B 7§ iv 9 %L (Oxyresveratrol) » %] % 125~100
50~10~50 % 2.0 pg/mL R 203 0% o 0 kR £ B 10 pl A B)iE o~
HPLC & {7 2 & A 47 §1% R &2 L & (Y i) foth 2 52k B (X )
@AY §F o 3 R E R R M2 2 A0 ymaxth grAp b G R?

(=) Mk %
12 v o % EFs(Oxyresveratrol)k & 5 10 pg/mL 2 4R 58 503 %
WAk & 0§ 6 L s (Oxyresveratrol) shidk & & f & 4p %0 R

PR Z -

() £ RBEFETE RS
LR P -0 R Rp A B RERSBRUKE 2T AR
T Rtk SRR 0 BHRBIE > 1 F v 9 5 (Oxyresveratrol) e g
E(%) 3 Fth o KA EEEL o
2. BT BR - T BARE A ERRRSBRAUEC FUF R K
BEpiR o AN 02481624 | prigfrpla s M F b B
A% (Oxyresveratrol) k& & ff 5 4715 » R AP $HHRE £ o

’



(1) WBRNHE"IE T & &' GE5%

i ipl& 2 (limit of detection, LOD) : #-2 frik & 2 {52 503 % 7 ¥ ff
Borugiieat S =31 E2 kR TR BRRIGRE TE BT
(limit of quantitation, LOQ) © #-¢ ik & 2 {f-24 &% ik 7 $74F1§ > 302z
Bt L2102 kR 0 (TR R ERAGEE -

(+) e T 5 R
P srg v d R (Oxyresveratrol) 7 £ ch& &4k % 9 01 g
HAEMETI o A W4~ I mLehi o F AR (Oxyresveratrol)i i (750
ng/mL) » ¥ ¥k Fa R WK R E TR .

(+- ) HPLC 4 475

1. k47§ : Kinetex XB-C18 Column (150 x 4.6 mm, 5 pm)

2. ®BIAE DUV 326 nm

3. ;i 1.0 mL/min

4. FHER T FE

5 /2% 110puL

6. # & 4p -

P& F¥ (min) v % (%) -k (%)

0 10 90
15 30 70
22 100 0
25 100 0
27 10 90
30 10 90

(F2) 483 ez ERE
Pelped B EH R SR AU S 2 UK SRR oL 100 @
=43 0 HPLC > #7830 9% 5 ff sk | 283 B mF o HER
(Oxyresveratrol) s 4 % £ ©



(=) 287 &% HPLC 4 ® Wl3H et =
Bot R B Rt 5Bk & 10 plose 4R o i2 7 HPLC 4p X Bl 3% <0
P1E 0 %2 98 HPLC A 4748 & > fiplit £ 1 UV 265 nm -

(L2 ) &4tk &2 UPLC & 47 if i=
1. k47§ : Kinetex XB-Cis (100 x 3.0 mm, 2.6 um)

2. ¥Rk £ UV 326 nm

3. ik ¢ 0.4 mL/min

4. FHER 125 C

5 /2% 110pL

6. # & 4p -

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

0 10 90
5 30 70
10 100 0
13 100 0
15 10 90
18 10 90




e N %%
1 wF
(- ) #2855 iv v ¥ ps(Oxyresveratrol) 2. HPLC 4 17
WHFGER 111 A4k § 9 ¥ f3(Oxyresveratrol) i 5 4
(B-)-

mAL

++.080

f1t & 32§ 8% (Oxyresveratrol)

e

60

40+

204

0 SO \ﬁ
|

20

T T T T T
0 5 10 15 20 25 mit

B- ~ % v 9 % & s (Oxyresveratrol)# 4 =73 ;% 2. HPLC & 17 B

(=) % %444 52 HPLC & 47
WA TR 111 ~ T Rk S § 00 L % (Oxyresveratrol) sh
A (BlZ)e #3852 R>395 £ %3 5 T=102-35% kst 18 F

F\o

mAL ]

+4.023

£t & 3 & 5% (Oxyresveratrol)

] v

W= ~ 7 &4 4452 HPLC & 47 ]
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Z) BREEBRREES
11 50%¢e fiE LR ELPE > BB E 4T F (v F L 5 (Oxyresveratrol)
GBS 0 BT 50%¢2 R 5 B R PR o

Fom N RBEZ B R

% A AE PANC I
g 1178.3
75%7 % 1491.0
50% " fif 1202.3
¢ fig 649.5
75%¢ p% 1350.8
50%¢ fE 1519.8 N

(2 ) bt 5 P
R EPA AR MF b6 F s (Oxyresveratrol) 5 Bz >
(3;E1i$ < A 999@)

Lo REREFRAEY R

50%¢ f% % B~=t #ic § i v % L s (Oxyresveratrol) ;i ' & %
- = 210.5
E o 19.3
=z = N.D.

() %ﬂr—?wiﬁ it 9 % & f (Oxyresveratrol) # £ 4
T RERF v 9 F L FR(Oxyresveratrol) (X)¥ & p & 474 % & ff 0k
& 1 (Y)“rf' Plepfg B4 258 4 1 y=47.601 x—98.572 » R?=0.9994 » &f 7
kBt 2.0-125 pg/mL § 4F AR (B 2) o

2000 § it 9 % (Oxyresveratrol)

6000 y =47.691x - 98.572

5000 R?=09994 ..
4000

3000

2000 et

1000 e

0 e
-1000 0 50 100 150
& B (pg/mL)

W G AR

Bl= -~ § i 9 ¥ & % (Oxyresveratrol)z_ # & 4t
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%= ~ 5 i 9 % & fR(Oxyresveratrol) 2 # & 41 = 4% 3¢

HREE S & B (ug/mL) v R?
it e
PRANER 2.0-125 y = 47.691 x — 98.572 0.9994
(Oxyresveratrol)

(=) F 2 FE R R
FEEEMT  fI* HPLC R B R ima 26 > § 9 ¥
(Oxyresveratrol)## 7 & 2 tp 4R £ & 1.44% > L P2 Ap$iR 8 4 2
0.77% > 32 E 7 X Rl p o

(=) BT
d S5k 7 @acg ite F LA (Oxyresveratrol) & 24 -] pFp fE 2
MHEEL 5 0.93% % LBl F ) RSAITIE 24 PR R
Pl =~ Z 8 o

(™) BRHELE 2 EE"UE%
§ iv 9 % L p# (Oxyresveratrol) i ip|4& 2 (limit of detection, LOD) 5 1.2
ug/mL (Bl =) » & & *L(limit of quantitation, LOQ) % 1.25 ug/mL (B 1) -

mAU
5 -
& /

¥ (\*_WJM,M,

Bz ~ 3 it g % 3 f(Oxyresveratrol)2. LOD & 47 @)

§

BT ~ 3 itd % 3 p(Oxyresveratrol)2. LOQ & +7 @)
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Fw o~ LA REAST

§ iv 9 % j p% (Oxyresveratrol)

R kR R.S.D. (%)
HrR  (n=h) 10 pg/mL 1.44
ZmE (n=5) ¥ 53 % (No.1) 0.77
%7 1+ (n=6) ¥ 53 % (No.1) 0.92
&2 (n=1) 1.2 ng/mL -

% %' (n=1) 1.25 pg/mL -

(1) 57]”“'—‘"%&?:;;5

7 A F it 9 % & p% (Oxyresveratrol) L 2w qz

4.1% -

A

3 ~ § -9 % iR (Oxyresveratrol) i 4c  fz

% 107.4% > 4p ¥4 £

o | FUHLQ@) 258 | e & I RIFE | wicg | S0 e | RSD,
(No.1) | (mg) | (mg) | (mg) (%) (%) (%)
1 0.117 087 | 075 | 162 | 100.2
2 0.125 093 | 075 | 173 | 1063
3 0.108 080 | 075 | 163 | 1103 107.4 41
4 0.147 109 | 075 | 1.93 | 110.7
5 0.154 115 | 075 | 1.97 | 109.6

13




(&) ¢o®7 ERicg ERT
10 &4 BH2 3 ERITREGEES)IcE = 77 0§ ibe B
(Oxyresveratrol) z & 5 0.07%-0.85% - £ 3% % ﬁggﬁa‘ﬂf}\.# AE e FERE
(Oxyresveratrol) s 7 & 7 7 % 2 012% - @ Hx ficfe 5 9 ¥ B
(Oxyresveratrol) ;s 4 2+ & & # <+ 20000 (§ & & % 70000) o

Ao~ LA LRtk &2 5 9 F R (Oxyresveratrol) 7 £

O R cwEnay | 00 KRR

(No) (Oxyresveratrol) (No) (Oxyresveratrol)
z 2 (%) z £ (%)

1(SJ-1) 0.81 6 (NR) 0.07

2 (SJ-2) 0.28 7 (SE) 0.50

3 (NF) 0.08 8 (CD) 0.19

4 (NY) 0.14 9 (SC-1) 0.85

5 (SQ) 0.12 10 (SC-2) 0.19

(== e# 1047 & & FH 2 HPLC 4p ¥ FlH

LE 10

B+ ~ 10 #+ % 4 &4 2. HPLC 45 = ] 3% (265 nm)

14




(+z) %55 ¢ ¥ i f(Oxyresveratrol) 2. UPLC & +7
WHF TR 5.0 A&dEor 3 149 KL R (Oxyresveratrol) & 5 5. ek 1
(B-=) e

040

A1t & # & A7 (Oxyresveratrol)

J

=0.201
=

0.104

0.00
L L U B S L PR A P WL

0.00 1.00 200 3.00 400 5.00 6.00 7.00 8.00 9.00 10.00
Winutes

B - ~ 3 it d % i p5(Oxyresveratrol)# % 574 ;%2 2. UPLC % 17 B

(=) 7 &Rtk &2 UPLC & 47

WHFGPER 5.0 AT kS § 109 L AR (Oxyresveratrol) s
(B ~) -
2
015 £/t & # & &% (Oxyresveratrol)
=010 /
0tE|

0.00 M

T T T e e
0.00 1.00 200 300 400 5.00 600 7.0 8.00 9.00 10.00
Winutes

B~ > 8% 52 UPLC A 19 )

15



]

(L2 ) § 16 ¥ f(Oxyresveratrol) s + 3% g2 2> 3
A F ¢ F4E; C1aH1204; Mol. Wt.:244.2; mp: 220 °C

(+1) 5 i-9 %L ps(Oxyresveratrol) s 4

OH
HO N ‘
O

OH

(+=) § i 9 % & ps(Oxyresveratrol) 7 *H NMR Bz

uuuuuu

mmmmmmmmmmmmmmmmmm
nnnnnn

NNNNNN

_

T — T e T T Tt
9 8 7 6 5 4 3 2 1 ppm

R L) B el o e

6.58 13.23 3.17 18. 8828

7.39 .09 9.15  9.08.92

B4 ~% ite % ;“{ﬁj%(Oxyresveratrol)ﬁﬂlH NMR ] (acetone-ds)
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(+ =) § i-¢ ¥ p(Oxyresveratrol) 7 3C NMR 1) 3

Wy VT
[ T T T T T T T T T T T T T T ™ T 1
160 140 120 100 80 60 40 20 ppm
B+ - % -6 % & ps(Oxyresveratrol) s 3C NMR ] :# (acetone-ds)
(+~) § iv 9 % jf p%(Oxyresveratrol) s EI-MS 8] 3#
Thermo DSQ Il 7/14/2016 3:55:54 PM C:WXcalibur\.. \2016\Oxyresveratrol
EI-MS
Oxyresveratrol #166 RT: 452 AV: 1 NL: 7.43E6 T o o o -
T: + ¢ Full ms [50.00-850.00]
100 110.15
95
90
85—
80
75
70
65
8 s0- 69.15 244.20
g 55
3 =
£ 50
S IE
£ 45 !
« = |
2 40-7 w
| 129.20
|
' 1 226.19
| | 147.17
| 11547 | 198.20 24220
I 1 ‘ 1
I = ‘ | 245.20
T T LI AL TR {l
,3‘ n\g“ | 1AM | ; | ; | 25636 284.41
LI JilLlE . 1L il | i _—
120 140 160 180 200 220 240 260 280 300

B+ - -~ § it ¢ % 7§ s (Oxyresveratrol) s EI-MS &) 3#

17



(1) 3%

.
1

“ 6 % i Ak (Oxyresveratrol) <1 FTIR Bl :#

80

75

704

65

60

%T

55

45+

‘ 40

N

\

\

3398.08

3202.76\

1613.95

‘ 4000

3500

3000

2500 2000 1500 1000
Wavenumbers (cm-1)

(=+) %

p
[

B+ -

.
[

§

L % ¥ i i (Oxyresveratrol) s FTIR l:#

“ 6 % Ak (Oxyresveratrol) s UV 3

oxyresveratrol

\
\ \
nm
250 300 350 400
oxyresveratrol
Oxyresveratrol-1003.UDS
15:09:26, 07/21/2016
Empower
Rectangular
1
0.0100
Apex (nm) End (nm) Height (Abs) Area (Abs=nm) Valley (nm) Valley
327.00 307.00 1.1509 49.5758 307.00 O.BURA
301.00 259.00 0.8766 29.2543 259.00 0.192
218.00 202.00 1.1221 44.4245 202.00 0.844.

Abs
14
13
1.2
1.1
1.0
09
08
0.7
0.6
05
04
03
02
0.1
0.0
200
Sample:
File name:
Run Date
Operator:
Comment:
Peak Integration
Method
Sensitivity:
Threshold:
Peaks
Peak # Start {nm}
1 400.00
2 307.00
3 259.00

B =

4
[

v 5 % & Ak (Oxyresveratrol) < UV 3%

18




=+ - ) § it 9 % L pg(Oxyresveratrol)iha ~ g it 5 =45

§ iv 9 % j f% (Oxyresveratrol)

# - ~§ i 9 % & fR(Oxyresveratrol)ed ~ g it 5 =45 (acetone-de)?

position dH (600 MHz) dc (150 MHz)
1 - 156.9
2 6.43 (d, 2.4) 103.6
3 - 159.1
4 6.37 (dd, 8.4, 2.4) 108.4
5 7.40 (d, 8.4) 128.2
6 - 117.2
7 7.32 (d, 16.8) 124.3
8 6.88 (d, 16.8) 126.3
9 - 141.6
10 6.51 (d, 1.8) 105.4
11 - 159.5
12 6.22 (t, 1.8) 102.3
13 - 159.5
14 6.51 (d, 1.8) 105.4

4(Multiplicity, J in Hz) in ppm.

19



Wil AR EREFASEYE

AR S g G 2R R Y AR TR B (no/mL) (TR 0 iR 7 AR G
T E R FE e
FTa N ERRY FRle s aER

I-b

m

ﬂ:

H ¥

A Rl Ak & (ng/mL)
ST BRI A2 e

b-%ﬁgﬁmy%éﬁé

m: & & Rhs

AxDxV
C= x 100%
1000 W

BTHANFE RS FRELNE AR

H e
C: #pl2 A5 8 (%)
A ¥ &k & (ng/mL)
D:#f %

Vo F 4 (mL)
W : 44 £ (mg)

20



e
W

SRS AR S

4 #p = £ MORI RAMULUS

% < % @ Mulberry Twig

A& R ~&G % F Moraceae 1547 & Morus alba L.z ¥tk o F 2 R 4~ Fjr 0 2
> r;’j ;R ALE B gliT e

- V3

(-) ¥ &3 7 [F5-221)(4#%° £2 5 - % 2013)
— B AR B R 50004 T @m20mlo A AT 1) B
R 0 PRk TR RS R o
(522 22] (A2 EHEESI L)YV
— B A Tk 10904 P iE 10 mLo A2 s AT 15 A 48
R 0 PRk TR RS R o

(=) #RiEES PF it d KL p(Oxyresveratrol)$f fe ik 2 = o 4e 7 R =
% % & ImL 7 0.1mg ek o 175 HRARE SRR -
zZ) #& % +H# HPTLCsilicagel 60 F2s4 > 10 cm x 10 cm ~ 20 cm x 10 cm
(z) B B & [ERa1] (L7 L% - K 2013)
—e Lt TRk (10:2:01)
[ER& 2] (B&HE7 BHEESTP)
—Revioefia A AR (5:2:1:02)
[Em# 3] (8 FRE)Y
—- %99 (5:1)
(z) 2 B # 10cmx10cm~20cmx 10cm
(=) E 2 FJH%”*’ THgr 15 ads o HTER > EREEHE 8cm -
() ¥ &EAR LR E 365nm 2 K HERST R o

21



S FRERZRARPRRE

9 5% p ¥ 1 105/11/25

Ap¥+i% & (RH) : 58%

BERT):24°C

[EmH 3] (p FBEE)—=F"%:9m (5:1)

¥ L i g
1-2-3 § i 9 % jL p% (Oxyresveratrol) (0.1 mg/mL) 1-2>5uL
4-556 ¥oeian 10 [322 0% 1] 2°5>8ulL
7:859 ¥ 10 [552 52 2] 2>5>8uL

ERER C2BEAZREARY F T AREBROBEST 9 FEm A d %
g ERRE cER [T 2]

ke g 0§ 19 pk(Oxyresveratrol) 453 573 % Lyl » ¥ 53 i [F52
i+ 2] 2L -

22



SR RAESR
@ = 8 : 105/11/28
¥t A (RH) @ 44%

BART):25C
[Em& 1) (£4° 2L %2 w2013)—e e fig: "/ -k (10:2:1)
[55-=2 2] (A7 FHRE 5T #) — HPTLC % * %(365 nm)#k 1 (§

te %A ReE 5 0.80)

[EmH 2] (B&4k° BHFRESIP) —Re R cpefiy  fm

ft (5:2:1:02)
(5922 2] (BB EHiRE 5T 2 ) — HPTLC % * (365 nm)tk &1 (¥

fvo FEMReE 5 0.07)

23



[Em#3] (ArBRg)—=-F7% 78 (5:1)
[55= 2 2) (AAY EHEES T P) — HPTLC % ¢ %(365 nm)#% ! (%
fvo FE ReE 5 048)

1 : Blank

21 % -9 % & % (Oxyresveratrol)

34 &R 10

5 : Spike

FRBBE AR I [F 2] 2R 3 HERABER F VRS SRRY A4
S F G M B0 Ry ERABE Y B0 P R ARG o 4R
frmgs [BER# 3]

24



T o~ LR NER

# 5% p ¥ . 105/11/28
¥t A (RH) @ 44%
ERERT):25C

[EE# 3] (F"RHF)—= %
(5522 2] (A7 EHFEES T
P ) —HPTLC # ¢} (254 nm)# !

ERE

1 : Blank
2 % -9 % & % (Oxyresveratrol)
3:4: &R 10

5 : Spike
ERBLF S

Lo (50 1)

[52-22 2) (A7 EHEREST
#)—HPTLC % ¢} 5 (365 nm)# !

DNk k(365 nm) e AR B b k(254 nm)AE T di g 5 g o @

P EE2 §F i o % i Ag(Oxyresveratrol) 152 5-5a gk o

25



I~ RSP

F 5% p ¥ 105/11/29

A ¥ & (RH) © 42%

B E(RT):26°C

[Em#3) (p FRHE)—- &7 %98 (5:1)

[5522 2] (A7 EHEE ST #)—HPTLC #% ¢ %(365 nm)i

\

d

1011 12 13

1
2 § i v % jL % (Oxyresveratrol) (0.1 mg/mL)

& &%k 1 (NF)

&5 R 3 (NY)

3:4
56 53 % 2 (NR)
7:8

9

’ 10 %ﬁrﬁ"/;‘;\ (|>? 4 (CD)

11 ’ 12 %ﬁrﬁ:"’/%\ (|>? 5 (SC 1)
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