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% % -(BUDDLEJAE FLOS)

R E By BRERFTEHL 104+ -

REZ EPFER

(- )HPLC &R F % A7 ¢ 1L
Agilent 1100 series > ¢ 7 Degasser (G1379A) ~ Quat Pump
(G1311A) ~ DAD (G1315B) ~ Autosampler (G1329A) ~ Column Oven H-650
(Chrom Tech, TNC.) s & +7 % 4x Agilent ZORBAX SB-Cis (250 x 4.6
mm, 5 m)-

(=) UPLC R F % A 47¢ 1L
Waters AcQuity Ultra Perfermance LC > # % Binary Solvent Manager ~
Sample Manager - PDA Detector ; % +5 ¢ +x Waters ACQUITY UPLC® BEH
C18 Column (100 x 2.1 mm, 1.7 gm)

S RERFEEE R KR

(=) ##
? A% (99. 9%) R p 3t Merck ; AL (285%) R p » Merck °
(=) &5

% -1 (Buddleoside) P p *+ 3 & 2 f= fLE R > A2 0 W & 8%

F oo

E\'%;‘é

(- ) B EPEEER

BeAEHAD B E GEEHES0.]1 g0 B 50 mL g F ¢ o B
bex B AR~ T5%F AR~ 50%T BB~ TO%e fE ~ 50%e A& 20 mL o A2 AR
AR (% 300 Wo 43 40 kHz) 30 A48 0 e 10 A 48(5% 4000 x
g M No.lijgiiiliig > Poipie 5 » 20 mL 2= 3 B5% > i3 2 %A
#3 1L Bk (Syringe filter, PTFE 0.45 pm) > 48 o & 410 pL /2 »
HPLC > 1 #ripl@ 5 L€ B2 B R FEHE A S5 ff 5 B ERFEFEH
o



(Z) B EP X B
WrefiPdh A (B F 20556 #) 9 0.1 g» % 50 mL &< F ¥ >
Brgde » T5%e % 20 mL o A2 4R T AT (# % 300 W 48 % 40 kHz)
30 & 48 > Zrw 10 2 45(5% 4000 x g) 0 2 No. 1l g KiBim > B # ~ 20
ml 2 % 247 > 4 Tohe 3 2R - 453 # @ (Syringe filter, PTFE
0.22 pm) » & o & 410 pLix » HPLC» W jANA £45 b2 % 3 = &
s itft o R RS A REBR 2 5 D B

(=) HRFEE SR

Bt 55 1.0mg 4 10 nL0? @<= | nL 7 5 7=
F100 pg B ¥ kg > 3 mAFRL 20 /ol B HEE
—gr'r'/pu

() &3 R
BRI A SRR GEY 20 HER)H 0.1 g0 % 50 nl dged ¢
de o~ To%e A% 20 mL o A2 AR A2 (# 5 300 Wo #4F 5 40 kHz) 30 »
4 > 3w 10 44505 4000 x g) 0 2 No. 1 e B > 7 /ﬁ‘?“}’émﬁﬁ?"
1=t »Bojgi > &g > # >3 50 mL 2. £5g7 » 4 TH%2 % I %1
B #% 3 £ #ig(Syringe filter, PTFE 0.45 pm) » r{¥ o

(1) rlE2
A w] SRR B PR AR 503 % R &3 10 oL i~ HPLC o Rl
Lo BN R RBRY FEHPIE TR

(=) ®wEMR
Brea oG T HIRF SR R g 2100 wg/ml) » 27 FRAFRS 3
Fi-g~ w5 80~60~40~20~10~6.0~4.0 pg/mL ik 5050k o 1
FaR eI 10 pL A sl HPLCi2 (7 28 447 » fI % B8 22 jpif g
By ) e g2 R P)EFREFF > & RTRERL S 'y
= ax + b Aph GE P -

(=) R
MFTH G 20 pg/ml 2 HRRE SR RBEERD & L F Y
SR AR S A tR o R AREERE L



(™) EAF e TR
L £A4FH 1B - M3 BRFEH A RRFTRSBRAEG S Z T AU
DI HF SRR > BRI NFETHHZ ROtk R
wEL -
R PF -7 ERFEE A ERFFRSZRAL 2 WE BT
iR o A 024824 PRI NFTEH O R
Apth RAOAPEHREE L -

(4 ) HRHE S LE 1 LER
. 1% *Y(Limit of Detection, LOD) @ #-2 svik & 2 #3573 % 7 47448 >
Tl L =3l kR T ERHERAGIE -
Z_¥ & *(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 573 7% % L
o dungient L2100l 2 kR 0 IT5 TERAGIE -

(L) Fbew o F ek
Bo fr?fuﬁiﬂm$¥ﬁﬁ+i+ﬂ%5 S+ SRR Somg

AR BT ’5‘ TL-'I;I 0.5mg > T 3¥ R @y = 2 iTp o

(+ - ) HPLC » f7if i+

1. & +7 ¢ : Agilent ZORBAX SB-Cis (250 x 4.6 mm, 5 [[Jm)
2. ¥&pAE UV 326 nm
3. s#i# ¢ 1.0 mL/min
4. gHE R 1 35°C
5.2 ~% 1 10puL
6. #H4p
P & (min) T A% (%) 0.1%#Fa (v/v, %)
0 46 54
20 46 54
35 100 0

(+=) 2% 85 8Hz 2R T
Pl ? BRFTEERHZESIRAA 2 UG RS OBLE 10
UL i@ 4 3 4453 » HPLC » #7118 T 3o % 5 ff ki 1 25 B R 25 1
CANEO A
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(+=2) %5t &2 UPLC 4 47 if i

1. k47 ¢ * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. ¥ RIAE UV 326 nm
3. s 0.3 mL/min
4. FHLER 135°C
5.0 ~% 1 1pL
6. # & 4p -
¥ ¥ (min) ? 7% (%) 0.1%Ffa(v/v, %)
0 46 54
6 46 54
I ~EB%

(- ) & 2% T3 2 HPLC & 47
’%&,%?Bi:ﬁf 20.9 Qﬁ_}f@%ﬁﬁ %F"ﬁbi‘%i&%/ﬁu‘é(@—)o

mAl 7]

50 -

40 =
A o a2
-4

30 —

20+

10—

]

T T T T T T
0 5 10 15 20 25 30 minf

(=) ® & %% &2 HPLC & 47
AT 209 A BT R RS FEHAER ) FIEH
RHFR)E 200 FEFF(D)5 11> Bh 5 Al * & fp
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mAU 7
100

B0
40

o

T T T T T T
(i] 5 10 15 20 25 30 miry

Bl= -~ %?ﬁ%ﬁ*ﬁ%’\ HPLC % +7 ]
Z) RERFBIER TR
PTSY% 0 G b G 5
<0 BT 75%C AR b B ik g
- ~ A RIEEZBO R

s FIOH R E B 5B
" p% 819.0
75%° fi% 854.3
50%"° fi% 758.7
T5%¢2 fi% 880.5 \
50%¢ fif 782.2

BEHTEFR2AAAL ¢ BFTEFIIR 2(FEF A3 08%) -
2 s BFETHR &SI PIEGTR
75%¢ ik % B dc FHAE G A
% 1= 882.3
% 2= 77.4
% 3= N.D
() BRESFEHHRESR

EARERFIEHFOHE D B1T%E 6 fFF RE()TEI SR E
MR ARN L y=22.199x + 17.959 » R?=0.9999 » &% ik & t 4.0-80 ug/mL
§oAF S (B Z)
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e

% -4

200009y = 22.199x + 17.959
1800 - R>=0.9999
1600 -
1400 -
% 1200 -
;; 1000 -
= 800 -
600 -
400 -+
200 -
0 T T T T !
0 20 40 60 80 100
kA (ng/mL)
DN SeEER T 1
Lz FTEHZREAR 2N
HEEES | SRR (gml) A K
¥R 4.0-80 y =22.199x + 17.959 0.9999

RS EMT o I HPLC R E 2l A 26 FEHH B A
ZARHARE L L 1.34% 0 Bk BRig r R R o

(=) EHPEFETER%
FS%EEHT o I HPLC 2 8 i 2 ehE b ad > $EHEH L
ZAPHHEE L 5 1.56% > o Sif h PR RPN o FIOH w24 ) PEPOfE
o RTAPHIREL S 074% > R LR ) 0 T RS IR 24
SRR RS Bla s A LR

(~) 8RB TGRS
A PR 0.2 pg/mL (Fz ) T 24ETE 0.5 png/mL (F17) -

it
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Y
Rz ~ 5 =4 2 8RR 47 B
08 F -
Bl ~FiHz L2 & IE TR
Fow s LIRS T
LR R FH
kR R.S.D. (%)
# % & (n=5) 20 pg/mL 1.34
LA (0=5) | &% iR(No.2) 1.56
R (0=5) | & &%k (No.2) 0.74
¥ RH& *Y(n=1) 0.2 ug/mL -
T_E 1% "YUn=1) 0.5 ug/mL -

(L) i de v ek

FEH TRt foF 5 101.7%  APHERE B L 3 1L13% (£ 7)o
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23 FEHFhrfF
g | FHHL) FFE | e ® L REE Y %) L 3w fo | RS.D.
() (mg) | (mg) | (mg (%) (%)
1 | 0050 | 0.560 0.5 1.064 | 100.80
2 | 0050 | 0.560 0.5 1.074 | 102.80
3 | 0051 | 0.560 0.5 1.068 | 10160 | 10164 | 1.13
4 | 0050 | 0.560 0.5 1.075 | 103.00
5 | 0051 | 0.560 0.5 1.060 | 100.00
(=) 287 En5ig LRIT
10+ %FFEH 2L 7 BRI TR FEE &) 2 917 » FioH 3
£ % 0.953-1.781% - # »—;ﬁ",%?’i M fhs A 5 nn g £ @05
050%01,.@’}};39::}52-@2?“-?}?\ P8 B M 8000 (F % B 5 46000) ©

22 LB LRFIRSLFIEFOEE
%41 %%.(No.) FEH 7 (%)
1 (CF) 1.171
2 (CH) 1.232
3 (SB) 1.115
4 (SC-A) 1.162
5 (SC-B) 1.781
6 (SU1-C) 1.052
7(SUI1-D) 0.953
8 (NJ) 1.108
9 (NR-2) 1.088
10 (NO) 1.294
L 32E4S.D. 1.195+0.214
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(- ) %572 HPLC 45 = Bl e =

P 10447 B %F TH &% & 10 pL 4k 0 327 HPLC 45 % Bl3#
ehip] o

1. & 47 ? : Agilent ZORBAX SB-Cis5 (250 x 4.6 mm, 5 [_Jm)
2. ¥Rk E UV 326 nm 3. ;mi# 1.0 mL/min
4. 4L R 135°C 5.4~ 8 110l
6. ##4p ¢
P F¥ (min) " 7% (%) 0.1%&4 2 (vIv, %)
0 35 65
30 55 45
40 100 0

Bl- ~ 10 3 %% <% 1 2 HPLC 45 * Bl3¥
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(+=) M%%*’:ﬁ" UPLC % 17
CHRGEER 554 A sadE T F T RE S E (R )
0.15
5 FEH
0.10 R
- /
<
0.05- /\
0007 [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ [ [ [ [
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes
W=~ FEHEE 532 UPLC & 17 F
(=) # & %% 52 UPLC & 17

2 005

.00+

W TR 540 A AR

TR R R A E (R ) e

B~ 7 ERFEiRe

N

+ 3% 1 CosH32014 5 &+

ek

£

400

¥
kL]

592.55; "3 Bk 1 258-260°C ; v ¢

17

500 600 T.00 8.00

Winutzs

2. UPLC % ¥ @]

4L

B

o



—12.896

@ \ww s gy v

L HH

e — T T r T —— —— — T — T
13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
w w ol I b i B w
0.87 1.880.97 1.000.98 0.8495 1.00.13.97 2.88
1.87 0.97 0.85 1.80 0.8601 3.80.006.38 0.34

H ¢ '"H NMR ] 2 (DMSO-ds)
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(+ =) FiF 5 "CNMR M3

944
955
434
139
378
459

17.804

182.031
128,
_122.675
e 114.712

105.462

103.314

100.526

/ . $8.929

T\_48.653

—
76

- 55.571

i
-
o

L L l

180 160 140 120 100 80 60 a0 20 ppm

B+ ~ % i3 ¢ PC NMR B3 (DMSO-de)

(+~) FH HESI-MS B3

Buddlecside #108 RT: 1.04 AV: 1 NL: 2.16E6
T: FTMS - p ESI Full ms [50.0000-750.0000]
i 591.1734

o573 [M-H]~
903

53 J/

807
757
703

Relative Abundance
(<)}
(=)
11

E 592.1768

613.1539

E 637.1796
E 565.0005 593.1807 604.9933 819.1171
O—frerprorpreryer \‘”\"'i“‘\'!'\”'I"'\"‘l“'\"\"'I"'\"’I T ‘\‘ T ‘\.‘l"’\"‘|"I“‘\"\"‘\"“|‘”\“‘I“'1'”I‘“|"“"'I‘”\"V”\“'I‘ MR |

550 560 570 580 590 600 610 620 630 840 650
miz

B~ - - 5 4 1 ESLMS B3
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(+4 ) F =4 s FTIR B)#

1 80

75
70]
65 ]
601
557
50-

45

%Transmittance

40

35-

30

25-

2937.54
-
1072.07

3407.00
1183.25

20

3473.71
1662.59
1810717
1506.93
1247 49

4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (em-1).

B+ = 5 S FTIR W3

I N T 1 T T T T T T T | T T T

200 250 300 350 400
Bl =~ 555 UV Bl
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position  [Iu (600 MHz) (e (150 MHz)
1 - -
2 _ 163.9
3 6.94 (s) 103.8
4 - 182.0
4a . 105.5
5 . 161.1
6 6.44 (d, 1.8) 99.6
7 . 163.0
8 6.78 (d, 1.8) 94.8
8a _ 157.0
I - 122.7
2 8.04 (dd, 7.2, 1.8) 128.5
3 7.14 (dd, 7.2, 1.8) 114.7
4 - 162.4
5 7.14 (dd, 7.2, 1.8) 114.7
6 8.04 (dd, 7.2, 1.8) 128.5
1" 5.05(d, 7.8) 99.9
2" 3.24-3.28 (m) 73.1
3" 3.29-3.32 (m) 76.2
4 3.12-3.16 (m) 69.6
5" 3.58-3.61 (m) 75.7
6" 3.42-3.44 (m), 3.85 (d, 9.6) 66.1
" 4.54(d, 1.2) 100.5
o 3.66 (br m) 70.3
3 3.45-3.48 (m) 70.7
4m 3.12-3.16 (m) 72.1
5 3.83-3.41 (m) 68.3

21



6"
2"-OH
3"-OH
4"-OH
2"-OH
3"-OH
4"-OH

4'-OCHj3

1.07 (d, 6.0)
5.43 (d, 4.8)
5.20 (d, 4.8)
522 (d, 5.4)
4.58 (d, 4.2)
4.44 (d, 6.6)
4.69 (d, 5.4)
3.85 (s)

17.8

55.6

4(Multiplicity, J in Hz) in ppm.
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: BUDDLEJAE FLOS

. Pale Butterflybush Flower

Foi ™55 5 & F Loganiaceae {4 % % - Buddleja officinalis Maxim. 2_ 52 '
AREHEER -

(=) ® &3 R [F522 11048 F55ew2021) (47 FHiE

%]

ME

Ve

~ o~ o~

" p Yy v
—PAhEEk 1.0 g0 e pE 10 mL &5 AERF 30 »
&> WEip 0 PR TR SBR
) $EEER  P% 703 (Buddleoside) ¥t PR IE 5o 4 P Rl A E ImL 7
* 01mgekr{ediR o 1T L HBIRESRR -

N

) & & +  HPTLCsilica gel 60 F2s4 » 10 cm x 10 cm ~ 20 cm x 10 cm
(z) B B & [EBEHI1](L%Y FL 52 %2020)
— % "z
[(ERa2)(AE" FHHFEES 2P )
— e fig AR R TR (71301201

[EB#3)(p "R%)Y
— vy TR R (8111

) & F ) 10cmx10cm~20cm x 10 cm
) B B ERREALATIE IS, ViFER > EFEHE cm -
) RS &AL 72 5%Z F i 4FERiR (AICIY/EtOH TS) & 14 » B304 ¢h %

(365 nm) T & AR ©
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CRBERZRRRRR

F 5% p Y 110/10/21

A EEERH) - 57%

# & (RT):238°C
[Ema4) (f FRF)—e e fia: "@ -k 8:1:1)
—HPTLC 5%2= # 4838 &g 15 % ¢} (365 nm)#s )

B LA g
123 % 1 %(0.1 mg /mL) 25 8uL
4:5:6 Wiz 2 [552 02 1] 1-2>5uL

BREFZ ARV BLERZY CVLARBRNFTH 2 2HE AR g
LES AN T C RN
~+

ERELE D F T 8ul o s [F2 2 1] 20

—
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VBB ANRER

F5%p ¥ 110/10/21

1045 R (RH) © 57%

8 B (RT) :23.8°C

[Bma 1) (48° FL 5w 2021) —= § 9%

(5522 1) (L7 FL 5w im2021) (4E7 EHERS )
—HPTLC 5%= & 4832 88 ¢ {2 % ¢ £ (365 nm)tk 1 (5 =H RriE 5 0)

[EBRH2)J(AE? FHEES 2P ) —efref A k" (7:3:
12: 1)

[5522 1) (487 FL 52 m2021) (487 BHEES P )
—HPTLC 5%2= & * 4838 B4 (4 % # % (365 nm)¥ 1 (5 755 Ry 5 0.63)

[ER#3)(pFRB)—e ey ?f:k 8:1: 1)V
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(552 1) (M7 #2 5w 82020 (F%° FHEER8)
—HPTLC 5%2= & i 48382 B & 15 % ¢ (365 nm)¥ 41 (5 73 R/ & 5 0.38)

1 : Blank
20 5
304 RSB 2

5 Spike

BRI [FERSZ 1] S 4R FRFRBR YT AT
He [BRH3YRER? » 2 fedlff H » eqx* [EBA 3]
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BB NER

Fo&p o 110/10/21

i AR (RH) © 57%

B R (RT):238°C
[Ema3)(p "BF)—e @ fiy:
[52-22 11(L2 %Y 2 5%
2021) (BB EHFES P ) —
HPTLC + 2 sk

(55 11(E87 #F8 huw
2021) (BB EHFES P ) —
HPTLC % % Wpg-frfasdiR b d 420
¥ ¢k (365 nm) &

1 : Blank
2 %;:;I"
EREE S
o

5 : Spike

3041 s

PRk 8111
[z 110487 Fr ek
2021) - (A B EHEREE AP ) —
HPTLC ¥ ¢ £ (254 nm)#z !

[$5i2 1]1(4 %Y L 5K
2021) (A B BEHREES AP ) —
HPTLC 5%= # f“ 4838 &g 4 {5 % ¢
% (365 nm)# 11V

o
%R

2

DIS%Z & VARRRR ARG 1T b k(365 nm) 0§ OB AR A 2
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I~ BETEHRSRR

50 0 110/10/21
A0 4% B (RH) © 57%
£ R [RT):23.8°C

{}% F;FE’E"J3] (E f—?FJ:E%f)—L }?jf;;z, ﬁ;l -8 };j/; Dok (8: 1: 1)
[5522 1144 FL 5 R 2021) (47 EHEES 2P )
—HPTLC 5%= % f“ 432 B8 d 15 % ¢} k(365 nm)#s )

Blank 78 & &% % 3 (NR2)

% =4 (0.1 mg/mL) 910 | & &% % 4(CF)

3.4 | &3 1 (ND) 11512 | &% 5(CH)
’ &% 2(NJ) 13 Spike (& &% i® 2)
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[ER& 3] (p FEF)— e g "k 8:1:1)
[552 1)(L8Y Z2 5 wim 2021) (F B BHEES = p)
—HPTLC 5%= #% f* 48iR/R kg d 15 % ¢ % (365 nm)#

Blank 78 ¥ &% % 8 (SCB)
% 754(0.1 mg/mL) 9510 | # =337 9 (SUIC)
3:4 |4 5% % 6(SB) 11512 | # &% 10 (SUID)
' 6 | # 53 i 7(SCA) 13 | Spike (# &3 % 2)

Bl i h Y FL o (e 1108 np pREL [BEA3)
VAN sl %ﬁﬁﬁi% v 2 5%= F Y ARRREE S 1S AT ¢ R (365 nm) T AR R

”
Iz ©°
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