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# ¥ 4 (LYCII RADICIS CORTEX)
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PRE LB L e Y B AR [0 o

CHRER AR
(- ) HPLC &k B2 K78 4=
Waters €2695 Separation Module > # 7 Waters 2998 ~ Photodiode Array
Detector; & 17 ¢ 1+ Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pum)°
(=) 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 um) °

I REREER AR

(=) 34
0 ﬁ;(HPLC grade) P B+t A B T2 P 1 2 & © fpEE t Merck o
#F 4 ¢ Z(Kukoamine B)REE *+ 4 & 4 Ll p 5 A & 0 B R 98% b oo

Bk
(=) BBFRHETE
AR T B EAEALEX 02 g0 B SO mL A ¥ ¢ 0 A

e xR~ 5% BR > 50% 7 A%~ 2 R~ 75%¢ f% ~ 50%¢2 fig ~ P OAR-0.5%
e R (DR &% & 25 mL > &5 4R T AJZ(# 5 300 W o #F 5 40
kHz)30 4 45 > &to 10 & 48(.5 4000 x g) » ™2 No.l g AiBig > P 4 »
25mL 2 F 2537 > o343 2R > 33 £ 8g(Syringe filter, PTFE 0.45
um) > I iE o & 4+ 10 uL ;= ~ HPLC » RS L EBLR A B
TCEE IS TEYE TS

(=) BEFBIFEIER
BREEAPA B RGBS 20 569 )2 > 0 & fﬁ’\i’?ﬁ'iﬁ;ﬁn 021 n
B 50mL e F ¢ oo BEEs ~ 7 F3-0.5%2 fipir (1:1)59R &% 25 mL
423 4RI AR (5 % 300 W o 47 % 40KHzZ) 30 A 480 4o 10 A 48( 4000
xg)s YP 1% 100mL FlAH? » #agse » ¥ [5-0.5%2 feipig (i)
ML R 25mL » Acdir n 30 4 48 0 12 No.l Jg ik » B 4 » 25mL
2 FRALY 0 AT ER-05%e BARMDSPRERINAE I EER



(Syringe filter, PTFE 0.45 um) > ¥ o & &- 10 uL ;x » HPLC > 12 #7ip| 18 &
PER2ER A AR R A AR AR

(Z) HREERB R
WP RAEE S F 4L 2 % 40mg> 4 10mL 17 f§%-0.5%2 i3
e (L) & {3 % 1mb g 3 4 & o % 400 g et B4R 2F S35 1 03
T ® pE-0.5% faip ik (1) & R A 1 20 pg/mL B #6153 533
o

() &3 R
BRI A P AGES 20 556 %) 02g & 100mL [l A5 - %
FEde » 7 R-0.5%¢ Faid iR (1:1)eiR £ 25 mL > 4cdriw i 30 A4 1Y
No.l S iBjm > B # » 25mL 2 Z 57 » 4381 %A % 3 1
8 Jja (Syringe filter, PTFE 0.45 um) » T {8 o

(7)) plas2
Qwﬁf&%%%ﬂﬁ%ﬁﬁ\%%@ﬁmmui»Hmpwmi’
)}Fﬁl‘gd’zﬂv —rr/p/l '%’);’\L‘%mz, » T3 o
(=) kEMR

Frem Py F L o FHBARE G 3% (400 pg/mL)> 11 7 AR
g Ao 4952001004020 10 pg/mL %t AR E 503 i o
AR EB 10Ul A4 B~ HPLC 27 & 4 47 1% $ R 2 it
o fi(y ) fr RFE SRR )R FRE T F > T REFRERL
N y=ax+b ¥ iphi G#c R o

(=) # %R %
M e 4 E 20 pg/mL 2 HERE R Rl S £ s A
F LT SE-F SIS 4

() EAFHE T RE%
L 4B -3 B P AEHE A R PAFHR SR RAE 2 T
FRE S R AFRR SRR R e L R (%) 5 4
o ROApEIREL
2. R B - 2 AR T AEME A BRI ASEHRSBRAG S 2 W
FEF A B SAR A8 024824 P pRERPI T s F A
¢ ez B LApth o RO EHREL o



(1 ) BRI LR Rk

. TR fé‘“(lelt of Detection, LOD) : #-2 ik & 2 L& 2.2 7% 7 LA

FOLAEII 5 23 P kR 0 (T 5 B RHEITR P -

Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 572 7% % @“frﬁ,—

xR S =10 kR 0 ir 3 BRI

() FAewde @k

Beirrp R A F i 2w FAERE RSP F R ERfEER901g

Aulbe r 20mg e B L F o T RSB REE S BEITRIC

(+ - ) HPLC » 7% i+

1. & +7 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um)
2. ¥Rl E UV 280 nm
3. s#i# ¢ 1.0 mL/min
4. gHE R 1 35°C
5.2 ~% 1 10puL
6. # & 4p -
P ¥ (min) T A% (%) 0.1%= & ¢ pa(v/v, %)
0 22 78
30 22 78

(L=) 2% e P ABHZ ERT

P10 40 B L FH AR SR WA 2 WA SR B A 10
puL i 5 3 442 » HPLC 1@ T3mjl % 6 f &'erl 23 B se A4

L—%mp,é,\!:"g:%‘o

(+=) ¥ % Atk &2 UPLC 4 f7if i

1. k47 ? * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. #%plAE UV 280 nm
3. i 0.4 mL/min
4. FHLE R 135°C
5.4 ~% 11l
6. # & 4p :
¥ ¥ (min) v % (%) 0.1%= & ¢ pa(v/v, %)
0 22 78
8 22 78
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Bl- ~ ¥ 42 2 HRIEE S %2 HPLC & 17 Bl

(=) &&= % L &R 52 HPLC & 17
WHETER A4S b B R A EHR S 2R L e LR (B )

BAE A EAWEIFR)E 2620 FEFF(DE 1170 Hh g i &
P\ o
> TR

NE J/

o 5 10 15 20 25 30
min

Bl= ~ 7 &8 % L Fihe &2 HPLC & 7 Bl

=) B EB TR
e ﬁg-o's%b ﬁﬁjg‘ ‘};’i(l:l)é‘f’l'j r' R /’ﬁﬁf‘f’—ﬂ"‘?’ﬂ h"—i"—*ﬁ"é‘ £ riE e
Lo H A G fE et BT T FE-0.5%2 fia iR (L)eR Sk h ik ?FE\
ST
v %

+ B 2L
~ — D * P\»:'—‘;AB"/%\‘Q#—“:LIP

TR Ao EREGf | BEFR
" p% 537717
5% f% 581043
50%" p% 667497
o fi% 136278
5% f% 433510
50%¢ f 189360
P AE-0.5%2 fLid ik (1:1)euR & i 2053827 \
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2o B A E R SRR R

iE R L e FOE e Bl F B
KL AR 30 A4 2173766
e w30 A48 3434390 \

(7)) HRfFEELrtLle FRER
GErREREF AL FEOHEE D KATRE G fDF B E(Y)TE D
B ARN Ly =2271.9x + 4648.7 > R? = 0.9999 » &7 k& & 10-200
pg/mL 3 4F s (B =) -

500000 .
as0000 - AT R
g&gg:y=22n9x+4m&7
= 00000 | =099
= 250000 F
w 200000
5 150000 -
= 100000 |
50000 |-
O L L L J
0 50 100 150 200
& B (ng/mL)
Bl= -+ F A 22 %ERE

Zz o F Ao oA qes

R AR 5 Jk B (ug/mL) Ay Tl i FS R?
A O B 10-200 y=2271.9x +4648.7 0.9999

(R ) MR RER
FoEEET I HPLC T8 e a2 2 Ao 243
B2 APSHEE £ 5 0.06% 0 ok Suip * R RPN o

(=) EABE R RS
Foe%ir fI* HPLC 2 & F#anE i a4 2 b L2 2 €4
P2 ApFHHERE L S 0.85% 0 f kS & K o LT F 24 R
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R RUAPFEEL L 0.15% > £ L8] » F47F R&EAITA 24
SRS RN I SR 2

(~) fplE'Te 2§ BT
WF AT E B RHET: 0.5 pg/mL (Bl ) £ 4&T5 3.0 pg/mL (F

I)e
mAU
50: PDA Muiti 1 280nm. a4nm)|
2o
ow U I A
o,75—f
o.so—f /
o,25—f
o oo—fW/V"'\ ‘ ‘ ‘ ‘ ‘
o s 10 s 2o 25 29
Ble ~ 36 4o 4 2 i RHE Uk 17 B
mAU
|||||||||||||||| ™|
a]
. Y
-
= ,/
m_%)L_%FIF\_A“’_/\‘R
) S 10 1's 2o o5 30
min

DESNER D ES ER & 8 R0

fow s 5 A I

Wil P FE AT R
kR R.S.D. (%)
HBAE (=5 20 pg/mL 0.06
A (=5 | &5 irNoS) 0.85
B (0=5) | #&3iRN0S) 0.15
¥R (n=1) 0.5 ug/mL -
TE %' (n=1) 3.0 ug/mL -
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(L) it s

N I ST RS

2 94.6%  ApEHEERL L 121% (£ 1) -

2T~ E AL FiRew e
o5 BHPHE|] 7FE | rE | BEFE | wicF | THEwYCF| RSD.
T (@ (mg) | (mg) | (mg) (%) (%) (%)
1 0.1006 2.4607 2.0 4.3693 95.43
2 0.1002 2.4509 2.0 4.3165 93.28
3 0.1004 2.4558 2.0 4.3442 94 .42 94.6 1.21
4 0.1009 2.4680 2.0 4.3895 96.08
5 0.1002 2.4509 2.0 4.3275 93.83

(L) 8 8t EHZ ERT
046 % ABH2 5 BRI RS EEERS) R 2 7 B Lo e

A
7T

‘0%16MW6?&%%RﬂH%E$Q

tRe 2oz &2 ES

3 1.0%0 T 4r Bede b B A 2 AL B BT K3 3000 (F % L 5977)e
2 RHD BHEAFHREL A F AL Fig 2
Ehmi | BEAcEIE | FHaL Y -
(No.) (%) (No.) (%)
1 (NC) 1.789 6 (SK1) 2.099
2 (NO) 1.625 7 (SK2) 4.256
3 (NRB) 0.751 8 (SUA) 1.243
4 (CA2) 6.017 9 (SUB2) 3.551
5(CE) 2.162 10 (SUC2) 3.031
T 25 +S.D. 2.652+1.591
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(+- ) # % L #EH 2 HPLC 4 = Bl ot =
B 10447 &3 L EHHE 503k & 10l 4% > i 7 HPLC 45 % B
i) e

1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)

2. ¥ plAE UV 280 nm 3. ;i ¢ 1.0 mL/min

4. gHE R 135°C 5.74~% 1 10pL

6. #H4p ¢

P ¥ (min) v A% (%) 0.1%= & ¢ pa(v/v, %)
0 22 78
30 22 78
k00000
1] LR O S
15 /
[ —
14 9
L
M____J’LAL%JPA—A_J\/Q\/\__—S
10
09
04 7
07
6
06}
04
03
4
0
.

0 5
N Y A
0H_ L\¥__s_,_4\—/\,—,_/-\/L/\/x,h,_\—kl

T T T L T B B B R B R I
25 5 19 100 125 150 15 0 25 el b min

Bl ~ 10 343 4 4 # 442 HPLC dp = Bl3¥
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L) HREE SR F A e %2 UPLC 4 17
WA GRERE 323 A dadEr e b AL R EHRAIRE (RS e

0.04 !
1 I - S
<D: 4
0.02
000 1 1 1 1 ‘ 1 1 1 1 ‘ 1 1 1 1 ‘ 1 1 1 1 ‘ 1 1 1 1 ‘ 1 1 1 1 ‘ 1 1 1 1 ‘ 1 1 1 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00

Minutes
Bl ~ % 4o & HRIEE 52 0% 2 UPLC & 15 M

(+=2) # &% L8k 52 UPLC & 47
WHETET 323 AT E T AERHR S F A e F % (B

N ) o
0.030
0.020 AT Z
o) ]
< ]
O'O“’fw
0.000]
] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ]
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00

Minutes
B A~ 7 888 L #Fihe &2 UPLC & 7 B

() 2o 3 03 EESE

g}

i F 38 1 CHaoNsOg 5 & 3 & 153065 %381 59°C; v ¢ 4 % o

OH

HO N/\/\N/\/\/N\/\/NHZ
H H
HO



(L) ¥ 4% 4 2 % 'HNMR Bz

Kukoamine 8_D20_§00 2024/01/16 (YHC17-13)

.................................................
.................................................
EREResesann b Haana332aRRRi2SswRY ARARRRRSESABIRAANS

_____________________________________

W ' %§§gy%»\%%%%»

i L LUMLLM

T T T

3 2 1
L T e i
8538 4.13.51 8.77 1,44 1.01

B4 ~# ¥ A2 % 'HNMR Bl:#(D.0)

(+=) ¥4 L2 %5 CNMR Fl#

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
uuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuuu
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
wwwwwwwwwwwwwwwwwwwwwwwwww

nnnnnnnnnnnnnnnnnnnnnnnnnn

| |

ol - NJ"JHJH

T T T T T T T T T
180 160 140 120 100 30

B4~ &4 42 %5 3C NMR B3#(D20)
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(L ~) ¥ % 42 % ESI-MS B

D:\Xcalibur\.. \YHC16_157_2_ACN_01FA 11/22/23 14:29:20

YHC16_157_2_ACN_01FA #307 RT: 1.38 AV: 1 NL: 1.97E7
T: FTMS + p ESI Full ms [120.0000-1000.0000]
531.3173

19000001

+
1800000 [M+H]

1700000 /
16000000
150000003
14000000=
130000003
3 12000000
g 110000003
10000000
90000003
8000000
70000007
6000000
50000003
40000002
300000
200000

ul?llll?ml?ln

Relative Abu

I_I_Iill

3 367.|2699
1000000= 340.21

ﬂg_qzulzo |, 406.7937 440.0301 470.9753

(O e e L L e L e L L e S L e 7

T s
300 350 400 450 500 550
m/z

555.2751
|
| 5842278 648.3963

e v
e

t LIARE Likad ahhd M) WA A1 WA LA i) AR MM M) M W

T
600 650 700 750

B+ - - ¥4 4 % ESIMS Bl

(+4 )+ % A2 2 5FTIR Bl#

8gJKukoamine B

=

e
—=

‘y;f

3388
:
<
i— 3
1017.71*3

—

=
822.51

1116.54
659.44

% Transmittance
d
=

8 8.8
.
-
340047
2954.84
1603.29™
1563.76
1531.64
I
1410.57
1284.56

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

Bl - ~ ¥ % 4 ¢ %5 FTIR B3
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S ) S UV R

mAU —
o
1 o~
100
] 281 nm
504
1 b
7 N
04
A\ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘
200.0 2250 250.0 275.0 300.0 325.0 350.0 375.0 nm

BlL= s % 4e 25UV B

SA- ) EFAL FE SR E R

- ~pFAeEL R =8 (D0)

position du (600 MHz)? oc (150 MHz)
2 3.06 (t, 6.6) 36.4
3 1.53-1.56 (m) 25.4
4 243 (t, 6.6) 44 4
6 2.67-2.73 (m) 47.2
7 1.35-1.39 (m) 22.8
8 1.23-1.28 (m) 24.9
9 3.09 (t, 7.2) 47.5
11 3.27(t,7.2) 42.5
12 1.66—-1.73 (m) 24.8
13 2.67-2.73 (m) 36.7
I - 133.5
2 6.64 (s) 116.2
3’ - 143.8

19



4 ;

5 6.70-6.73 (m)
6 6.55-6.58 (m)
7 2.67-2.73 (m)
8’ 2.57 (t, 6.0)
9’ -

1” -

2” 6.64-6.65 (m)
3> -

4” -

5 6.70-6.73 (m)
6” 6.55-6.58 (m)
7” 2.67-2.73 (m)
8” 2.43 (t, 6.6)
9” -

142.2
116.1
120.6

30.6

36.7
176.2
132.9
116.2
143.9
142.3
116.1
120.8

30.2

34.0
175.9

4(Multiplicity, J in Hz) in ppm.
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4 : LYCII RADICIS CORTEX

i Wolfberry Rootbark

A RIAREE = 304+ Solanaceae 1€ 47 19 ¥t Lycium chinense Mill.&* % % 19 % Lycium
barbarum L.2_ 3719 & o

— N 3 ok

i*
(<) # &3k [Fr23 1]1(48° 4 50 5% 2021)
— B A Sk 1.0g> 4o 7 A SmLo A2 AR 30 A 4o
Wi 0 ki EAC O AR T lmL 23R (TR RS
Bk e
[32202 2] (7 4 £ feRMEL 2020)
— A gk 150 4o T iR 1SmLo A2 AR F 30 4 4
Wi > R ARG RGBT ImL R 2BfR FLeE
Bk e
(5522 3]1CA%7 FHEEF )
— A gd Ak 1L0go 4o i 20mL A2 A 4R 30 A 4o
Wi > R ARG RGBT ImL R 2BfR FLeE
B o
[55224) (F FRH)Y
— A gd Ak 1.0go 47 fESmL o 425 AR T 30 A4
Wi PRk TRHR&EIRR -
(=) AR 5 B d ' E 4 (Scopoletin)fr & & E # (Scopolin)¥f & 453 % »

: o P BEUSE ImL A7 0lmg i TEREE AL
(Kukoamine B) » 4c " fE#l &% 1 mL 7 1.0 mg =33 7% » 1%
S HRARESRR
(=) & & + HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(=) B B & [BE&H1)(L%7 Z2L 5%z % 2021)
—ir T fpE Ak R (70112)
[EBH 2] (¢ &4 A2 frREL 2020)
— T FIAM " (10:1:0.0)
[Em# 3] B4 (A7 ZHEES L)
—rimIopiehg s Eoke s (5:6:02)
[Emad4) (p7BE DY
— v ¥ lefe iy TR (5:3:1)
[Em&S] (p 7R 2)Y

2
_ﬁﬂﬁg:gﬁxx.aj\ (4 :1)
() B B f 10cmx10cm~20cm x 10cm
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B 2

BEBRRFALTG ISA4 F(TER > BERIEEHScm -

o & (1) higts o BEA3% 2 R365nm)™ ikl o

(2) B 5zt > Ak it 4049 22% (Dragendorff Reagent)fe &7 # fid
4 —2 FE iR (NaNO-EtOH TS)#E 14 » iz > B 07 2
;!é s %ﬁ ﬁﬂd o
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SN EUREH 2 OER IR

# % p P 113/03/05

in % & (RH) © 54%

B B (RT) : 23.1°C
[E R & 4] (é =
—HPTLC *

H)y—7 ¥

b k(365 nm)¥ !

z,ﬁjv;;z,g%:

NCE

D)

S oy ISR
1 L & ¥ % (0.1 mg/mL) 2 uL
2 L &% (0.1 mg/mL) 2 uL
3 = F Az % (1.0 mg/mL) 2 ulL
4:556 WA 5 [F5 it 1] 152550l
7:8:9 WA 5 [F8 2 2] 152550l
10:11-12 | #&nes [F5 3) 125500
131415 a5 [F532 4] 25> 8uL
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[EB#S5)(pFRFE)—DE "B o@ -k 4:1:1)
—HPTLC # it &447 32 % frd A L dh—2 FReRiR AE ¢ 167 L ke )

S B oy i g
1 i & ¥ % (0.1 mg/mL) 2 uL
2 % % 47(0.1 mg/mL) 2ul
3 # % A2 2% (1.0mg/mL) 2 ul
4-5-6 iR S [F522 1] 1>2>5uL
7-8>9 iz S [F522 2] 1>2>5uL
10011012 | &3R5 [§F523) 1:2+5ul
13- 14> 15 ¥Bodir S [FEP2 2 4] 2>5>8ulL

BREZ e AFPOZ O RERRY PVARERIARESF > AREH
PR AT EFERFHEYERGY &g AREFL [0 4]
EREE R AR EF 2L AREF 2L B F Ao F S5 ul wEni [F
B 4] 5ul e

24



SO RER

?1'56% p#F : 113/03/05
10 $Hi% & (RH) © 54%
8 B (RT) : 23.1°C

[Ema 1] (L8 FL 5 eiR 2021) —2 7 fF e
[55-224) (F TR %)
>0.9 K LEH RAE 5 0.67)

‘&\

ke fe ok (7:1:2)
HPTLC # b % (365 nm) (L &EZ Rk

L
B2

[F3-2
-

i 4) (p 7 B 2 )—HPTLC & i 449 32 % fo L #d fadp—0 iR i
daT A kB F AL ERES 0.18)

o e et e e e e e R e N e (N, - SO — +— |

2SN R
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[EEH 2] (¢ A A E{fcREL 2020) —" F 5@ - "6 (10:1:0.1)
(5722 4] (f 7 B %)—HPTLC % *F %(365 nm)# !

(LAE# RE<0. 1> L LEH RAE S 0)

[55-224) (p 7 B3 )—HPTLC & * &dn B pfo T A a2 iR kg
T Ak F AL 3 RAES 0)

26



[ERH 3] B4 (A7 EHEES P ) —D R oo ke i
(5:6:0.2)

[58=24) (p FEH)
0.28° L EEH R/ 5 0)

HPTLC % *t (365 nm)#& J1(X &&= % RriE i

[P~ 4] (p 7% )—HPTLC & * &9 @R v L Al fhsp—c F i &g
T RkBANGFE AL 2 RES 0)

%
&

—
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[EmA4) (5 FRSE D—7 ¥ oo @ (5:3: )Y
[55=24) (f %) —HPTLC % * %£(365nm)# (L €% % R/ & 3
0.48 » % W& H Ry <0.1)

[EBHS) (P FEF2D)—2 "B @K @G:1:1)V
[ 55~ 24) (f 7B %) —HPTLC & {4049 2% fo iy Bl o dp—2 B3R B
s Rk I(FHF AL E RESL 0.38)
(R e s
1 : Blank 4: 0% Ao F
2:hWES 5:6: &ERIRS
3:AREY 7 : Spike

BB s [Fe2 4] 28 up Rz [BERH4) [E B A
5]w°’ﬂ$n’mmﬁﬂ’ﬂ3@ﬂ%ﬂ£mﬁwiﬂﬂ’a%“ﬂk &

BYER oL wTE oY [ERH Ao H A F % [ERFHS] L&
EH RS BN T A ’-’r%;z%*{ﬁ%’?{@‘éﬂ%” °
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T o LR NER

F 5% p # :113/03/05

4% & (RH) @ 54%

i B (RT) @ 23.1°C
[EEHA4) (p"B% )—T Fropfefi: "k 5:3:1)
[55-24) A FE%)—HPTLC ¥ [3¥5-=2 4)p 7B %)—HPTLC %
Lkt *h % (254 nm) #

[P 4)(p 7 ¥ %)—HPTLC % [55=2 4) (p 7 B %)—HPTLC
B4 sv R kig
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[ER&S)Y(AFR#F2)—2 "/ "L @:1:1)
[522i24)p FE#)—HPTLC® [%3=2 4)p 7 #%)—HPTLC %
LRECE ) ¢k k(254 nm)#z

[ 5222 4)(p 7 B4 )—HPTLC % [ 522 4)(p 7 ®%)—HPTLC
“F £ (365 nm)#& A g4I o I B LA — o R R
Bd a7 Lk AV

Blank 4% g %
LaE 2 5:6&iaRS
Laed 7 : Spike

BRBRECG N DL REE R Ak G6Snm)KRAR 0 F R B A B2 EF o H
A F > i REBRe T A RS- BERES S T LEKRR S FRP
Bp gz g o
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I~ e b A B R ERR
F 5% p 8 : 113/03/05
10 $H% & (RH) © 54%
8 B (RT) : 23.1°C
[ERHA](pFRF )—P Fiepefig: " 5:3: 1)
[ 5522 4) (p 7B %)—HPTLC % *} % (365 nm)# !

RSy (S N O 4 N ) R o e o0 2 9

[EEHS](pFEF2)—E 7Rk 4:1:1)
[55= 2 4] (p 7 B 3)—HPTLC # i &40 3R oy pl phdh—o iR g d
v Lk

1 2 3 4 5 6 7 8 "OSSEGEESIS 13- 14 15

1 Blank 78 ¥ &% i 2 (NO)
2 L & %E 2 (0.1 mg/mL) 9,10 | &% % 3 (NRB)
3 | A €EF(0.1 mg/mL) 11512 | # %% % 4 (CA2)
4 | ® ¥ Ao 2(1.0mymL) 13714 | #& %3 % 5 (CE)
5.6 | #&ipir 1 (NC) 15 | Spike (# &3 i% 5)
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[ER#4) (5 FRE D—" ¥ efefia: "/ (5:311)
[55= 2 4) (4 7B %)—HPTLC % * % (365 nm) !

[ER&S)Y (A FR#F2)—r "/ :PaI-k @:1:1)
[ 5522 4) (p 7B %) —HPTLC & f* 4049 327 fo I A fadh— o Rl B 4
)

1 2 3 4 576 77 89 10EERENeEES 14 15

1 | Blank 7.8 |#&air 7(SK2)

2 % % % % (0.1 mg/mL) 9510 | &% 8 (SUA)

3 €% 4(0.1 mg/mL) 11> 12 | #& 57 % 9 (SUB2)

4 | # %Az %(1.0mgml) 137 14 | # &3 % 10 (SUC2)
5.6 | He&inik 6(SK) 15 | Spike (} &3 i 5)

'\,:——

f‘:é.‘—?é‘n ﬁ“é‘g IV [_*;,‘:’Ex%;‘;4]—%—t;:éf;pa;§i[ B | 4] /\%ﬁ_,},ﬁq,
ig%ﬁui » A CE R (365 nm) AL E o 1Y CEER L R & 8 %
Pk o R g R e A A -0 RERRAR G 20T A R RALIE -
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¥ ¥ A 4 ¥ (LYCII RADICIS CORTEX)

S RFEAVER

(- )HPLC ®E 2 k47§ 1+
Shimadzu LC-2040C 3D # 7 Quaternary pump ~ Autosampler » Thermostatted
column compartment  Diode-Array Detector; & 47 ¢ ++ Agilent ZORBAX SB-
C18 Column (250 x 4.6 mm, 5 pum) °

() UPLC REZ2 k7%
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) °

ECREEEEEA R
(=) 4
¥ p#(HPLC grade)p- ¥ ** R T f4 45 A & = & ¢ phpb ¥ * Merck ©
(=) HEiEEs
#F 42 Z(Kukoamine B)REE *+F L 4 45 A0 @ BAR 98% b oo

o
(=) ﬁ’"i—rB’*ﬁfﬁigf.,’é

(Z) BB EPpEmEs
BRAGERGERED RS AL EHY o

(=) HRiEE SR
gﬁﬁy%%ﬂﬁé%%ib%40mp4cMmL%Uﬁ_S%L&ﬁ
,.&(1.1):'1’1; LA E ImLz# AT %400pg PR ARIE R A R

1P ER-0.5%0 paig ik (L1)eR £ iR 2 20 pg/mL W RARE 50

o

>

\‘,:

¥

/

(z) & &5
WrEFLB-A b R (E 20 5.6 %)% 02g> B 100mL Fl&¥g? - #
FEde » P FB-0.5%2 BA R (DGR 5% 25 mL o sofhie i 30 A4 1
No.l ja i » PR # » 25mL 2 FB#7 » 4383 %R #3531
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()

(=)

(i)

(+)

i /g (Syringe filter, PTFE 0.45 pm) » ¥ {8 o

Rl RS
A ) B P R AR IE 08 % 4R 503 0% 10 L0 i1~ HPLC » if] 2
PHERY o nE AR R AC AT R TE o

wER

MFER I Lo RARE SR Bk g £ (400 pg/mL) 12 A
Bz e Le A5 % 200+ 10040~ 20 ~ 10 pg/mL % PR 28 503 i o
YRR & B~ 10l A B~ HPLC i 7 28 A 45 > J1* $R 18 5.2 0
oAy s fri RIFF SRR X )R FREYF o T RAERERL
A2l y=ax+b bl B R? -

'1%%’*&6% 520 ug/mL 2. HRAEE ARG FEE S 4 et R
S Sl &R ;;}Fﬁg‘_ s e AP AR AL o

€A AR T %

CEAMR B B FAGS R A REFAGYRERREE S 2T

FRAE S e FALTRSRR O EERPIE 'lh%ﬁ&%mg%(%)p#ﬁ
o RO ApERREL -

R B BREFAGY R R BEFAGSREAREAE S
Bt R EAR A H 02481624 | pFiefpl T > U
FAe Zald s ff = dpth » ROPEHREL -

f&'f PR TR UGER

PH& (Limit of Detection, LOD) @ #-2 &k & 2. *i—grr'/%u < A %’fr’fffﬁ ’
MWE M L =3l pF2 kR 0 (T B RRAGIE -

'_E_ 1% ' (Limit of Quantification, LOQ) : #-¢ ff’;k)ii*%—g w7 R

P oFoEiet =100 R ER 0 L R ERUGTE

}H

—

i,’J%%t‘?”l’{fﬁ"?#%
ookl 2 Bkt AESRE RS & i fﬁ-?"*]()lg’
AR ]4t)\20mgm%'§‘)iz"% T3 &% R A R EE: S
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(4 - ) HPLC A 45 if i
1. & 47 ’g : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pum)
2. ¥Rk £ - UV 280 nm

3. ;i ¢ 1.0 mL/min

4. FHIER 135°C
5
6

LA~ 10l
# B
P& F (min) v Az (%) 0.1%= & ¢ F(viv, %)
0 22 78
30 22 78

EDE S Al TR FE LS Sk
Pol0 4 B3 A4S e R WA 2 2 WA RSB B 10
@ 341 0 HPLC B T 3o % 6 ff it [ 2 NP B SR F Ao 2

N\ A EL
SRR

(+=2) ¥ % A4 &2 UPLC A 476

1. %454 : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pum)
2. %ﬁi?'};‘ﬁmﬂ - UV 280 nm
3. sniE f 0.4 mL/min
4, ~g+lm§: 1 35°C
5.0~ 8 11l
6. #H4p -
P R (min) 7 7% (%) 0.1%:= & z pa(viv, %)
0 22 78
8 22 78

35



I E%
(- ) $#RIEESE ¥ L %2 HPLC & 17
ARG RER 147 A B L e FHE RIS (- ) -

so

PO A Multi 1 =Zs0nm, anm

ao—]

E HH AT 2

3 /
3 JL

ol
d z i = =5 == =0

W- ~#F AL FHBARE SR 2 HPLC & 17 8

(Z) &3 A4 %4 52 HPLC & 17
WHETER 48 rha A T AR B A B (B )R
AeEZAFR)E 1.66> 5k F1F (N5 1.01 0 3h 5 g * B8 Kp o

20.0—

PO A MUlti 1 Z80nm. anm

S
1s.0]
1]
1.0
.
=0

2.5

o.03

T T T T T
o EY 10 1s LSy 25 30
n

Bl- - 83 % 442 &2 HPLC & 78]

(Z) $EREESE T Le 2RER
EARERE A AL P KT B E B (y) ST 3]
¥BERS AN S y=2271.9x + 4648.7 » R? =0.9999 > B kR A 10-200
ng/mL F %4 s Bl () -

500000 - YAk e 3
400000 © 971 0x + 4648.7
1z 300000 | R2= 0.9999
"5 200000 -
s
% 100000 |
0 ‘ | ‘ ‘
0 50 100 150 200

& B (ug/mL)

Bz ~»F A2 RERF
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Az b A a2 mEAS S
R AR 5 B (ug/mL) S A2 R2

I - - 10-200 y =2271.9x +4648.7 0.9999

(v ) # % RFH
FHEEET I HPLC 285t %R 2 » 2 h A 283
B2 ARHHEE L 5 0.06% 0tk Sig & RPN o

(1) EAFHERTUEER
FoERET > fl* HPLC R EEhE g atr » B ¥ e €45
'ﬁiﬁﬁﬁﬁééﬁ%%’_mﬁﬁﬁwﬁﬁﬁo%%ﬂbé 24 o)
R R ApHRE S 0.12% # L3 ] > Forp & 1730 R 24
R A RlE S A LR o

(-— ) Ig/? ﬁi;m—*’— 7 —E_ﬁ,;m—q—ggg
2 % WpE'TE 0.5 pg/mL (e ) B &5 3.0 pg/mL (F)

zw
mAuU
1.50 PDA Multi 1 Z280nm,anm
1.25]
oo S 3
o.7s]
0,50—: /
0.25]
Orooffwﬂj WW“WMMMM
5 10 1s 20 25 rn:?]g
Ble ~ 28 4o £ 2 iRk 5 B
mAU
PDA Multi 1 280nm,4nm
2
=] b };L z —%s
=1
] /
o é 1b 1‘5 Zb 2‘5 30

min

BT ~ s 4 Ao E2 2845 K 45 B
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o~ R REAST

FhATZ
¥ R8P "
kR R.S.D. (%)
# %A (n=5H) 20 pg/mL 0.06
g4t (n=DH) ¥ 5% % (N0.9) 0.66
£ (n=6) ¥ =7 7% (No.9) 0.12
M RHET (n=3) 0.5 ug/mL -
T_F %' (n=3) 3.0 ug/mL -

(’ ) 4““‘4’1(-1 Fé‘%;
PR S i b w HoF 5 94.8%  HERR L 1.57% -

EAERNEE I SR 5 TR o
i B EERE | ZF 2 | rE | BIEE | viF [THEvIF | RSD.
(9) (mg) (mg) (mg) (%) (%) (%)

1 0.1009 2.1931 2.0 42133 | 96.51

2 0.1003 2.1801 2.0 4.0365 | 92.82

3 0.1004 2.1822 2.0 4.0888 | 95.33 94.79 1.57
4

5

0.1008 2.1909 2.0 41022 | 95.57
0.1003 2.1801 2.0 4.0545 | 93.72

() 287 &edAgs 7 2Rl
10343 F A &R 2 Z BRI RGECERF)Icd e #rn b L 53
5 0.790-4.707% > ik # ¥ A& P AR L Fehg £ E 00
0.5% o T oh{r B F L e FL %35 3 M0 4000 (F %% & 5 6216) °

i A LRFAGIRELETAC AP E

A 5 SnBE i“%libéﬁfé B4} s AT ZEE
(No.) (%) (No.) (%)
1 (NFA) 2.134 6 (CH) 2.466
2 (NFB) 0.859 7 (SA) 0.892
3 (NRA) 0.790 8 (SJ) 1.410
4 (NWB) 4707 9 (SK3) 2.684
5 (CA) 2.953 10 (SUA2) 1.037
T aE4S.D. 1.993+1.256
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(1) HRit#Esest e %2 UPLC k49
WHFGER 323 Ao et L FEBERE S E (RS ) -

0.04-| »H A Z
2 ¥
0.02+
O'OG“K
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Minutes

B+ 3 A e AHBIRE 530 2 UPLC & 17 B

(L) % 844 A4 552 UPLC & 4
SRR 302 AMAK T FF AL S B Lo %k ()
_:)o

0.020
] AT 2
O 0.0104 /
< AJLM,\M/\
0.000
[ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.0C
Minutes

Bl= -7 &% 2454k &2 UPLC & 47 W
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PR YC LD

(") &
(=)

=) & K
() B B
) B R

: LYCII RADICIS CORTEX
Wolfberry Rootbark

4
®
A RIAREE = 304+ Solanaceae 1€ 47 19 ¥t Lycium chinense Mill.&* % % 19 % Lycium

barbarum L.2_ 373K -

5 ok

(5522 1](E#7 FL 5w % 2021)

— Bk 5k 1.0g0 4 7 fF SmLo A2 IR IF 30 A4
Wi 0 ki EAC O AR T lmL 23R (TR RS
Bk e

[32202 2] (7 4 £ feRMEL 2020)

— A gk 150 4o T iR 1SmLo A2 AR F 30 4 4
Wi > R ARG RGBT ImL R 2BfR FLeE
Bk e

(5522 31(A %" FHEES2P)

— Bk 5k 1.0go 4 7 fF20mL o A2 IR T 30 A 48
Wi > R ARG RGBT ImL R 2BfR FLeE
B e

[55224) (F FRH)Y

— Bk 5k 1.0g0 s 7 A SmL o 425 k4T 30 A4
Wi PRk TRHR&EIRR -

AR & P~d " & (Scopoletin)fr &k % % 3 (Scopolin) ¥t e 1% 24 -

e AP imESE ImL i 7 0lmgeangig ¥ F AT #
(Kukoamine B) » 4c ® g #l & & I mL Z 1.0 mg &3 ;% » iF
SRR R o

# HPTLC silica gel 60 F2s4 » 10 cm x 10 cm ~ 20 cm x 10 cm

[ERmA 1) (L8 £2 % e 2021)

i

—FUE I EkCE Ik (T111:2)
[Bma2) (¢ &4 axfcEEL 2020)
—T F M TR (10:1:0.0)
[EEH3)(AE? BEHEES P )
—itim oLy ke (5:6:02)
[Emad4) (p7BE DY
— T ¥l T (5:3:1])
[Bm&S5)(p7HH2)Y

2
_ﬁﬂﬁg:gﬁg‘.aj\(él_. :1)
f, 10cmx10cm ~20cm x 10 cm
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B 2

BEBRRFALTG ISA4 F(TER > BERIEEHScm -

o & (1) higts o BEA3% 2 R365nm)™ ikl o

(2) B 5zt > Ak it 4049 22% (Dragendorff Reagent)fe &7 # fid
4 —2 FE iR (NaNO-EtOH TS)#E 14 » iz > B 07 2
;!é s %ﬁ ﬁﬂd o
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SN EUREH 2 OER IR

# % p P 113/03/05

in % & (RH) © 54%

B B (RT) : 23.1°C
[E R & 4] (é =
—HPTLC *

H)y—7 ¥

b k(365 nm)¥ !

z,ﬁjv;;z,g%:

NCE

D)

S oy ISR
1 L & ¥ % (0.1 mg/mL) 2 uL
2 L &% (0.1 mg/mL) 2 uL
3 = F Az % (1.0 mg/mL) 2 ulL
4:556 WA 5 [F5 it 1] 152550l
7:8:9 WA 5 [F8 2 2] 152550l
10:11-12 | #&nes [F5 3) 125500
131415 a5 [F532 4] 25> 8uL
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[EB#S5)(pFRFE)—DE "B o@ -k 4:1:1)
—HPTLC # it &447 32 % frd A L dh—2 FReRiR AE ¢ 167 L ke )

S B oy i g
1 i & ¥ % (0.1 mg/mL) 2 uL
2 % % 47(0.1 mg/mL) 2ul
3 # % A2 2% (1.0mg/mL) 2 ul
4-5-6 iR S [F522 1] 1>2>5uL
7-8>9 iz S [F522 2] 1>2>5uL
10011012 | &3R5 [§F523) 1:2+5ul
13- 14> 15 ¥Bodir S [FEP2 2 4] 2>5>8ulL

ERITE e BERO R RERRY TV ARERALLES > AEH e
PAhACE FEPZHEYRREY BT pARFL [FE0 4]
EREE R AR EF 2L AREF 2L B F Ao F S5 ul wEni [F
B2 4] Sul -
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SO RER
?1'56% p#F : 113/03/05
10 $Hi% & (RH) © 54%
8 B (RT) : 23.1°C
[Ema 1] (L8 FL 5 eiR 2021) —2 7 fF e
[55-224) (F TR %)
>0.9 K LEH RAE 5 0.67)

‘&\

ke fe ok (7:1:2)
HPTLC # b % (365 nm) (L &EZ Rk

L
B2

[F3-2
-

i 4) (p 7 B 2 )—HPTLC & i 449 32 % fo L #d fadp—0 iR i
daT A kB F AL ERES 0.18)

e

2SN R
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[EEH 2] (¢ A A E{fcREL 2020) —" F 5@ - "6 (10:1:0.1)
(5722 4] (f 7 B %)—HPTLC % *F %(365 nm)# !

(LAE# RE<0. 1> L LEH RAE S 0)

[55-224) (p 7 B3 )—HPTLC & * &dn B pfo T A a2 iR kg
T Ak F AL 3 RAES 0)
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[ER&E3)(AEY EFHHEES P ) —R ez oLy Bke ik (5
6:0.2)

[552 4) (F 7B %)
0.28 > L EEH RE 3 0)

HPTLC % *t (365 nm)#& J1(X &&= % RriE i

[P~ 4] (p 7% )—HPTLC & * &9 @R v L Al fhsp—c F i &g
T RkBANGFE AL 2 RES 0)

%
&

—
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[EmA4) (5 FRSE D—7 ¥ oo @ (5:3: )Y
[55=24) (f %) —HPTLC % * %£(365nm)# (L €% % R/ & 3
0.48 » % W& H Ry <0.1)

[EBHS) (P FEF2D)—2 "B @K @G:1:1)V
[ 55~ 24) (f 7B %) —HPTLC & {4049 2% fo iy Bl o dp—2 B3R B
s Rk I(FHF AL E RESL 0.38)
(R e s
1 : Blank 4: 0% Ao F
2:hWES 5:6: &ERIRS
3:AREY 7 : Spike

ERphe it [Fr224] 28 g AR g2 [BREA 4] [E B A
5]w°’ﬂ$n’mmﬁﬂ’ﬂ;@ﬂ%ﬂﬁmﬁwiﬂﬂ’a%“ﬂk &

BEER AW EE o [BEAA4)-#h e F o [ERH 5] A%
S gﬂ@ﬁ,,%A%%mﬁﬁﬁ%’ab&%aﬂo
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T o LR NER

F 5% p # :113/03/05

4% & (RH) @ 54%

i B (RT) @ 23.1°C
[EEHA4) (p"B% )—T Fropfefi: "k 5:3:1)
[55-24) A FE%)—HPTLC ¥ [3¥5-=2 4)p 7B %)—HPTLC %
Lkt *h % (254 nm) #

[P 4)(p 7 ¥ %)—HPTLC % [55=2 4) (p 7 B %)—HPTLC
B4 sv R kig
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[ER&S)Y(AFR#F2)—2 "/ "L @:1:1)
[522i24)p FE#)—HPTLC® [%3=2 4)p 7 #%)—HPTLC %
LRECE ) ¢k k(254 nm)#z

[ 5222 4)(p 7 B4 )—HPTLC % [ 522 4)(p 7 ®%)—HPTLC
“F £ (365 nm)#& A g4I o I B LA — o R R
Bd a7 Lk AV

Blank 4% g %
LaE 2 5:6&iaRS
Laed 7 : Spike

BRBRECG N DL REE R Ak G6Snm)KRAR 0 F R B A B2 EF o H
A F > i REBRe T A RS- BERES S T LEKRR S FRP
Bp gz g o
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E e Al - S N = 28 - ]
@ =p 8 : 113/03/05

1o R (RH) © 54%

B & (RT) :23.1°C
[EE&A) (p FEEF )—" ¥ 12 pacfig: "6 5:3:1)
[55~= 2 4]) (p 7 B4 )—HPTLC % *} 5k (365 nm)# !

1 2 3 4 55 50NN EREEaE 15 14 15

1 Blank 78 &% % 2 (NFB)
2 L &% % (0.1 mgmL) 910 |tk &i%i% 3 (NRA)
3 L &% (0.1 mgmL) 1112 | & &% % 4 (NWB)
4 | ¥ ¥ ALc #(1.0mgml) 1314 | & 5(CA)
5.6 | #&3iw 1 (NFA) 15 | Spike (# 573 i% 5)

50



[EmA 4] (p FR% D)—" F oo " 5:3:1)
[55-22 4] (f 7B %)—HPTLC % * % (365 nm)# !

101112131415

1 2 3 4 5 63550 Sn9SioEie l3. 14 15

1 Blank 78 &% % T (SA)

2 L =% % (0.1 mg/mL) 910 | & &% % 8(S))

3 L &% (0.1 mg/mL) 1112 | & &% % 9 (SK3)

4 | ®H Ao %(1.0mgmL) 1314 | &3 i% 10 (SUA2)
5.6 | %53 6(CH) 15 | Spike (& &2 i% 5)
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