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: DAPHNIS GENKWAE FLOS

. Lilac Daphe Flower Bud

© A5 % 74 4 # Thymelaeaceae {47 = 1= Daphne genkwa Siebold

& Zucc. (/&1 1 Daphne genkwa Sieb. et Zucc.)2_ 7' =5 o
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1. AEBRAd o

2. ?bﬂﬁl;ﬁ Hmre > ¥ 84 > £ 50~735um > B /8 12~23um> F &4 > B
?Q%J?E&T\;ﬁo},ﬁt&f{}g,i;ﬁ § B gk R AR o
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ek ¢ o #FIRA) 0 B 20~35 um v hEEE P AR ek R AR
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% #2(GENKWA FLOS)
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BorA LR B EEEHE 104 -

CHRER AR

(- ) HPLC &k B2 K78 4=
Waters 2695 Separation Module > ¢ 7z Waters 2998 ~ PDA Detector ; & 17 ?
1+ Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 pm) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Perfermance LC > ¢ 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 ? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

R ERE R KR
) FRA
® f(HPLC grade)pf- *t A 2 fl4k$ 12 7 ¢ MpEE 2t 4o f 4§ 22
BN
(=) HERiEE &
1% (Genkwanin)p- ¥ *t F L4 A H 5 A& o B 98% b oo

(-

T~ —Ts;‘,{:
(=) =iz E‘/"fﬁpr“w
SR 6 FRPREEFEEG05g0 ¥ 100mL AT > FE

beor R~ T75%9 B~ 50%7 fE ¢ B~ 75%2C fiE ~ 50%2 fig & 25mL v 4e
e 30 A48 0 4 Fris 1 No. 1 g iy > Poigik# ~ 10 mL 2 F & 53
P de 2 ABET % B o 443 £ ¥k (Syringe filter, PTFE 0.45 um) » ¥ o &
#- 10 uL 72 » HPLC > M *p|E & s £ 2 XivZ b~ A% o ff s 2 X
[ R s

(=) BREFPEFRER
AT A SR A 4 (E Y 20 RS 0.5 g0 B 100 mL &g
¥ EEpAe 2 T R 25 mL o A B 4c B ik 30+ 60~ 90 2 120 A 4B 4 4
(400 No. 1 J il » Pl ds » 25 mL 2 5 B30Y » e r " 1 4R -
# 3 £ 1Bk (Syringe filter, PTFE 0.45 um) » ¥ o & ¢~ 10 uL ;+ » HPLC >
ATRIEE R E R 2 KRR AR E G LB EITENS T o



(Z) HRRESER
B HREE S X232 mg 4 I0mL h? g +5% I mL 3
A& 320 pg it RAR S SR E R0k 0 X0 AR T 40 pg/mL WS 4
ﬁﬁ%‘—gw’/ﬁu’z °

() &g ik
BFEHB-A o A (B 5 20 5LE ) ‘=/~] 05g> % 100mL [l &x¥g® > #
Fide P R 25mL > 4o duie i 60 A 4B 0 4 4ris i Nol Jh KBk o Bk
#Fr25mL 2 3 E£¥7¢ > 4P R Y }it » ¥ 3 { i (Syringe filter, PTFE
0.45 um) » T4 o

(1) plEiz
A | e B R R B % s e BLA % 10l > 2~ HPLC > Pl 2

)}Fﬂfﬂ—g‘i’ ﬁp -rr/p/l,}é :TC%E‘?”%\E& » AR o

(=) wE®R
Bresx P~ SHRRF SR & 2 2320 pg/mL)> 2 7 f A =
7 ETEE AL 160~ 80 40 ~ 20 ~ 10 pg/mL et BRI 505 % o 14 AR
EP~ 10 uL ~ w72 » HPLC :2 7 T & A 47 > 1 * $#RAEE &2 % 6 f(y
) fost AR 2 kR (x fh)RFRM T X REFRIRL S AN y =
ax+b & Ap Rk A8k R? -

(=) # % R E%
MR G 4A0pug/mL 2 R RE A R F R 5 4 R gk
W g Gt R AR R £

(~) E4FlEe %%-i ER AR

1. gl -3 LEREHL A RETEHRSARAE S 2T FY
%5 Fgﬁﬁwmu’ efRl R T g B (%) 5 B HE 0 A
HREL -

2. M B - p7 ARTEERE A R RTEHR SR RAG 2 UG R
TEHE SRR A 02 4824 [ FREHERI T NETEENE R
PhE RO ppEEEL

(1) BRHEIE 2 &%
1. i p %@;““(lelt of Detection, LOD) : #-2 ik & 2 L& 2.2 7% 7 L
IolAEESRTt L =3 F2ER 0 IR B BPHERYGIE -
2. & 1&"YLimit of Quantification, LOQ) @ #-¢ Frik & 2 3 573 /% * 474k



xR S =10 kR 0 ir 3 LRI

(1) Ftewr ek
e v F

FEDOITCEHEAS B A PERERY 02 g0 46
v 04mg I TEFE 0 T AR S

B g S R TRI

(+ - ) HPLC » 7% i+

1. & +7 ¢ : Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 um)
2. %Rl E UV 338nm
3. s#i# ¢ 1.0 mL/min
4. gHE R 1 35°C
5.2 ~% 1 10puL
6. # & 4p :
P [ (min) v A% (%) 0.1%¢2 p&(v/v, %)
0 65 35
30 65 35

(+2) 287 L XHEHz ERT
P07 EERTEEH RS RAE 2 UFRSBIR L 10D
F'P""'—

@ 3451 0 HPLC» 1R T3l ¥ o ff R I o NP B RS F o

FAvEE-

(+=2) £t &2 UPLC & 715 i2
1. k47 ? : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. ¥ PIAE UV 338 nm
3. i 0.4 mL/min
4. FHLE A 135°C
5.4 x8 1l

6

#4p
P¥ ¥ (min) T (%) 0.1%2 F(v/v, %)
0 65 35
6 65 35




7 2%

(-) #REE X742 HPLC 47
TR 11.0 MM T 2

=% HRARE S (B - ) e

0.60 :{:?—:‘%
Q 0.40 /
Bl- ~ 7% $RARE &% %2 HPLC & 47 B
(=) & Z{-&Hk 52 HPLC & 17
WHETER 110 A&kt A-EHR ST T FRAE R ) X
FABFR)Z 5460 # & F1F (D3 1.09 2 358 f g * & fp o
0.504
0.405 e an
EPR
0.305
3 //
O'ZOj
0.105 /\
0.00:
000 200 400 600 800 1000 1200 1400 1600 1800 20,00 22,00 2400 2600 2800  30.00
Minutes
Bl= ~ 3 & Z#Fie &2 HPLC & 17 B
z) B :T%%- B
BOARELALLEE A NERS N B BHEEEREEE N

,}i“ém f%ﬁx“ » BEor Y OERIB R

F- v R EBRASARE I BRIER

5 B i 1E 3 E‘/{:}&}f’—

i3 Ry PR B 5
" fE 2732451 \

75%" B%

2553994

50%" B%

1175567

o fi 2449873
75%¢% fE 2631532
50%2 % 2334997




() R ZFBEFFER
&%@%ﬁﬁwﬁﬁﬁ%m@$§Wzﬁpﬁﬁmﬁ&ﬂ’@T‘@Mﬁ
EB60 A4 B EBER (R D)

22 AEHR&SERER TR

v RS P LR Bt 5P
b i jn 30 A 4B 3149972
dofim on 60 A 4R 3205327 \
b i jn 90 A 4B 3148632
dodie on 120 A 48 3097899

(I) HREESIZFERENR
EFRERITTE@EE D AT %E s fFonF BREY)TEF IR E
RN 5 y=52125x-96212 > R*=0.9993 » &7 kA& & 10— 160 pg/mL 7
AF AR (B2 ) °

9000000 T
Sooooe Y =52125x-96212
6000000 - R*=0.9993
¥ 5000000 |-
'S 4000000 -
3000000 F
= 2000000 |-
1000000 -
0 1 1 1
0 50 100 150
JE B (ug/mL)
Bl= Xz 2kELAR
ZZ~EREE2ZBRESR N
R JE B (ug/mL) SUER g R?
EFRT 10-160 y=52125x - 96212 0.9993

() BB R R
P ERT I HPLC 3B 2B R 20> TEEH B A2
FEHEE X L 0.05% 0tk SLip o R RPN o
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(=) LA PR
W %% A 0 {1 HPLC %R i & eng 4F 1 2 3‘?'”:"? AL
WEERELD 127% &5 ARY HE KR c XTA A2 1P
THAPHEREL L 0.61% Hit LB )
* o PlEsx LR o

A =
=
'{ﬁ_ N
=

U R A A2

(~) #RlE L 2 R 1Bk
54 RHET S 0.05 pg/mL (B ) #4825 0.20 pg/mL (I )
0.0057]
0.004«3
0.0035
2 0.002«3
0.0015
0.000;
-OIOO(I),C)O‘ 2.00‘ 4,00‘ 6.(‘)0‘ ‘ ‘8,‘00‘ ‘ ‘10}00‘ ‘ ‘12‘.00‘ ‘ ‘14}00‘ ‘ ‘16‘.00‘ ‘ ‘18}00‘ ‘ ‘20‘.00‘ ‘ ‘22}00‘ ‘ ‘24‘.00‘ ‘ ‘26‘.00‘ ‘ ‘28‘.00‘ ‘ 50.00
Minutes
Bz~ X704 2 6 pHE U 15 W
0.0104
0.008{
0.006{
2 0.004{ ;:J?:—%
0.002—‘: /
OIOOOEVNAL
0.00 2,60 4,60 Gv‘OO 8.‘00 10.‘00 12.‘00 14.‘00 16.‘00 18.‘00 20}00 22}00 24}00 26}00 28}00 30.00
Minutes
BRI~ Tk TE1EVE AT R

fow s A A I
¥ pE P

P33

R.S.D. (%)

(n=5)

40 pg/mL

0.05

€A

(n=5)

¥ 53 i (No.5)

1.27

(n=5)

¥ 53 i (No.5)

0.61

R (n=1)

0.05 pg/mL

TR (n=1)

0.20 pg/mL
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(1) ;‘?Jtécw»]’zﬁéﬁﬁﬁ
ERE TR v e F 5 92.5% SRR L L 1.55% (2 1) -

3 ~FK{T% Ao w Yo
o5t BRHAE| F3E | 2B | REE | wicF |THwcF| RSD.
T (@ (mg) | (mg) | (mg) (%) (%) (%)
1 0.2000 0.4688 04 0.8326 90.95
2 0.2001 0.4690 04 0.8457 94.18
3 0.2003 0.4695 04 0.8398 92.58 92.45 1.55
4 0.2002 0.4693 04 0.8335 91.05
5 0.2005 0.4700 04 0.8439 93.48

() £8% & T84z 2Rl
10+ X8 H2 2 BRI S@EER )0k =~ a0 Ti-F 3
0.212-0.279% < £tk ZEEHi e A XA e £ @04 02%-
B T A LB 2R B R M3 5000 (8% 5 10941) -

a
B
iz

7*
B

AN 2BV EEXTERHR S AT RN E

Bt Bh EIN T 2 B4 i EIN T 2
(No.) (%) (No.) (%)

1 (NC) 0.234 6 (CB2) 0.237

2 (NF) 0.257 7 (SK3) 0.279

3 (NRA) 0.228 8 (SUA) 0.224

4 (NWB) 0.252 9 (SUB) 0.239

5(CA) 0.212 10 (SUD) 0.238

T 35E+S.D. 0.240+0.019
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(+-)

X F 2 HPLC 4p & B3 e =
510447 B SEFEHE SRR 5 10Ul e it HPLC 4 & W
SR e

1. & +7 ¢ : Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 um)
2. ¥ B4 E UV 338nm 3. sz ¢ 1.0 mL/min
4. FHIER 135°C 5.2A>% 1 10uL
6. # & 4p -
¥ ¥ (min) z 3% (%) 0.1%¢2 p&(v/v, %)

15 85

30 70

40 60

75 25

100 0
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Nnutes
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(+=) #EEEEZF2 UPLC & {7
WIEF TR 274 0 BEM T R ICEHBIRE A% (B

1.00
0.80
0.60— a4
] = T"“—%

0.40{ /

] \J
0.00

T T T T T T T T 7 T T T T 7 T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00
Minutes

Bl- ~ 1% $#RIEE 3% 2 UPLC & 17 B

(+=) # & Z&HHk 52 UPLC 4 17
WHF TR 274 5l T B ST R E (RN o

1.00
04805
04605
2
04405 = '{:—%
0.205 /
o o
000 100 = ‘200 ‘=300 ' "abo ' 500

Minutes

B~ 3 8 ZIEH R &2 UPLC & 17 8
(+e) E?:j% R YA Y \A\_;-E-_l;;i:,y:g%

b3 38 T CigHiOs 5 &3 & 128435 %8 1290-292°C; A § ¢ bk o

14




(+=) 4% 5 'HNMR Bl

Genxwan 1n_DMSC_S00 2024/03/05 (YHC18-27)
3 ]
2 S

o]

3.858

é 3 4 3 ppm
B4 ~ %1%« 'HNMR Bl (DMSO-ds)
(+=) X4 5 BCNMR Bl#
Gankwanin_DMSO_G00 2024/03/05 (YHC18-27)
] [T RN
l %
1L s |
18‘0 ‘ 160' Y1“1»11 ) 12’0H ll;!) SSD ETD 4‘0 2[0 ppm

Bl ~ 5%« 3C NMR B3 (DMSO-ds)
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(+~) T4 enESI-MS Bl

D:Xcalibun\.. \2024\YHC18_27_5

YHC18_27_5#119 RT: 1.17 AV: 1 NL: 3.51E7
T: FTMS + p ESI Full ms [100.0000-1200.0000]

34000000
32000000%
30000000
280000005
2eoooooo§
24ooooooé
zzooooooé
zoooooooé
180000005

181.0833
16000000—

Relative Abundance

14 OOOOOOj

12l =
009000 197.0782

10000000
8000000
6000000 171.0988

211.0938 239.1614

Mwlhuu. .f!.l . b

4000000
2000000

:II(”J].“'IJ | il !

08/22/24 09:29:11

285.|0754

279.‘{ 584

\

253.1406 \

‘nll xl.. I
T

[M+H]

<

[M+Na]*

307.0572A/

313 1/2345

371.0067 457.2769 484.3846

150 250

",HI‘ Iy
300

BlLt- ~ X%

(+4 ) 1%~ FTIR Bl

90 Wed Sep 04 16:56:45 2024 (GMT+08:00)

10

%Ti

-107

/.m/"“

IRARASEERRSAE:

miz

401.2872
il T e

it LML RAR |
350 400 450 500

11 ESI-MS B 3#

145437 T

111820

120072 -

1182.54

947.78

—

JESI

81928 —

1162.77

—_—

1014.50

-504

309520

1669.36 .

1610.05

159028

1570.51

1501 ,32: .
1437.07 T

1380.23

1343.17

1224.55

834.11

772.33

3500

2500 2000
Wavenumbers (cm-1)

-
[o)
(=]
o

1000

BlLt=- ~ X%

h FTIR BB #
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ff

(= +) X3 UV Bl#

f0  EERE B E 4 (DMSO-de)

position du (600 MHz)

dc (150 MHz)

2 -

3 6.84 (s)

4 -

4a -

5 -

6.37(d,2.4)

8 6.76 (d, 2.4)

8a -

1 -
2,6 7.95 (2H, d, 9.0)
3.5 6.92 (2H, d, 9.0)

4 -

5-OH 13.0 (s)
7-OMe 3.86 (s)

164.1
103.0
181.9
104.6
161.2*
97.9
165.1
92.7
157.2
121.0
128.5
116.0
161.3*

56.0

4(Multiplicity, J in Hz) in ppm.
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% : DAPHNIS GENKWAE FLOS
¢+ Lilac Daphe Flower Bud
Bt & & i 38 4 # Thymelaeaceae 24 < i Daphne genkwa Siebold & Zucc.

L s e e e
ZHCRTF o

.
4
> <

Bl

et

(-) B &3 [F22321](7 F#L a2 {cHEL 2020)
— P Ak R 1.0g 4 FE2SmL 25 A& T 10 ~ 4
Wi iR A R A T PR ImL #2553 TRk &
R e
[F2222](A B EHHEES 2P )
—PF Ak 1.0g 42 BE20mL 425 A& F 10 ~ 48
Wig o R AT ARANCH ImLR2BE Fiks
R e
(5522 3] (p FRE)Y
—PF Ak 1.0g P B SmL 423 AIRT 30 ~ 45
Wig 0 PR TR REIBR e
(=) #HREEE P F (Genkwanin) BAE%E 5> £ B4 P & & [mL
% ® 7 1L.0mg ente o o 1T HREE SRR -
(=) & & + HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
B OB & [EBEER#1](° L A2 {cREL 2020)
—P F oo TH (8:4:02)
[EEH2)(HEY EHEES2P)
—F W@ Ay T (3:2:0.0)
[Em&3)(p FR%)YV
—rted ooyt T (10081 1)

() B B f 10cmx10cm~20cm x 10cm
(=) & B OEBRHIFATG I5h4  ViFER  BERIE4EEcm -
() %d &EAR higis o 3E Q54 nm)R ST AL 0 B0 10%F L/

¢ PR i#ik (HoSOJ/EOH TS)i 55 £ > 105 °Coe 4 2 #5474
ol O o % (365 )T ek o -
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SN FERZERPRRRE

F5%p o 113/11/08

10 $H% & (RH) © 56%

8 B (RT) : 23.9°C

[ERA3)(p FRF)—D e opep: " @ (10:8:1)
—HPTLC ¥ ¢t (254 nm)# !

—HPTLC 10%#n /e s B d 18 % * (365 nm)tk o)

B g 21§
123 %7124 (1.0 mg/mL) 25558l
4,556 BRI [F222 1] 1>2>5uL
7:8:9 BEaR9 [Fe3 2 2] 1-2>5uL
10 11-12 | #&FR9[F522 2 3] 1>255uL

FEREFZ I3AFZ2LBEBRTTFARERITEE ) FURARAGY > 22
oy pFRE 2 [F5202 3]
ERE R KT E Sul g [F32 2 3] 2ul -

19



R B W< 4
@0 d 1 113/11/08
A% & (RH) © 56%

B B (RT) :23.9°C
[EBRH 1] (¢ A AL frREL 2020) —7 F 1 e facfig: "k 8:4:

0.2)
[55=23) (f 7% )—HPTLC % * £ (254 nm)tk I1(X % R/ 5
0.48)

20



[EERA 2) A" BEHEEST AP ) —F W@ C e hy: "B 3:2:

0.1)
[ 532 3] (f 7B %)—HPTLC % * %(254 nm)# (575 % R/ %
0.34)

21



[E®®3)(p FEF)
(52202 3] (p FR)

rEiRlo oAy T (10:8: 1)V
HPTLC ¥ ¢t k(254 nm)#& I (X% RyE &

0.48)
[552 3](p 7 B % )—HPTLC 0%/ 2 fi2it A ¢ 15 % b % (365 nm)
¥ (X2 RriE 5 048)

1 : Blank 324 & AR9

2 X 5 : Spike

FHRRE R [FE2 3] 2N npFRE . [ERA3] ER TR
2 ReERY o ABE S RFEE mEHEY P ARE [BERH 3]
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o LR NER

F 5% p ¥ 113/11/08

0% R (RH) : 56%

i A (RT) @ 23.9 °C
[EE&A3)(pFRF)—L = cfiefig: P8 (10:8:1)
(5502 3] (8 FR&)-HPTLC®  [5%->:2 3](# {7 ® #)—HPTLC %
Lk ta *h (254 nm)# 0V

[ 552 3)(p FB%)—HPTLC %  [%®- ;23] (p 7 ® %) —HPTLC
b (365 nm) s ! 10%Fifis /e ff sf R B & 16 % b
(365 nm)# v

1 : Blank 304 &EBR9
2 X 5 : Spike

FERPLR S N DN L (254 mm)ELE > & 2 10%FRfE/C FREIR AT G (A0 bk
(365 nm)H& AT o BT F S I BIA B EF o o
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I~ AR ETEM R SRR

@ =p # : 113/11/08

10 ¥Hi% A (RH) : 56%

B B (RT) : 23.9°C
(RRH3)(p FRE)—Lewicpefi: " @ (10:8:1)
[55=23) (p 78 %)—HPTLC

(1) % ¢t & (254 nm)#& 1

(2) 10%Fr s/ e Faidin &g 4 15 % b 5k (365 nm)# )

1 | Blank 7-8 | &3 3 (NRA)
% 2 (1.0 mg/mL) 910 | k&% % 4 (NWB)

3.4 | W& 1(NO) 11712 | # &% 5 (CA)
56 | th&inir 2 (NF) 13| Spike (# &3 1% 9)

24



(EmH 3] (F FRE)—Ee % epmef: " @ (10:8:1)
[55=23) (p 78 %)—HPTLC
(1) % ¢k % (254 nm)#z

(2) 10%Fr e/ e feidir BE 4 (5 % ¢F (365 nm)t& !

1 | Blank 7.8 |4 &3 i% 8 (SUA)
% 1% (1.0 mg/mL) 910 | k&% % 9 (SUB)
3:4 | &3 6(CB2) 1112 | # &3 % 10 (SUD)
5.6 | #ai 7(SK3) 13| Spike (1 &3 7% 9)
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