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S REFEAVER
(- ) HPLC &2 A 47 # 4o

Agilent 1260 Infinity I » & 7 Quaternary pump ~ Autosampler ~ Thermostatted

column compartment ~ Diode-Array Detector ; & 45 ¢ ++ Agilent ZORBAX
Eclipse Plus C18 Column (250 x 4.6 mm, 5 pm) °
(=) UPLC ®E 2 k47§ 1=

Waters AcQuity Ultra Perfermance LC » # 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & 47 *g 1+ Waters ACQUITY UPLC® BEH Cl18
Column (100 x 2.1 mm, 1.7 um) °

I RRESE FER KR
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i /5 (Syringe filter, PTFE 0.45 um) > T8 o & 4+ 10 pL ;2 » HPLC > 14 #73p]
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1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5 pm)
2. %Rl E UV 230 nm
3. s#i# ¢ 1.0 mL/min
4. gHE R 125°C
5.2 ~% 1 10puL
6. # & 4p -
P ¥ (min) " 7% (%) 0.1%= & "(v/v, %)
0 70 30
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Pl BEFCEHE (0T BEF oS RBSBREAT
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(+ =) &5 <k &2 UPLC » 470

1. k47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥ RLAE UV 230 nm
3. ;i 0.4 mL/min
4. FHLE R 125°C
5.2 ~% 1 1puL
6. # & 4p :
P ¥ (min) ? 7% (%) 0.1%= 2 »(v/v, %)
0 70 30
6 70 30
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=) B EBR TR
TS%e B AR 0 B LEHE B EC ik O R

BOE G ko BT T5%C FRBIR G R FERS(E )

iy - EEral
Ak R i

wlr | EewAEaq | AR ARG | REER
il 128.9 940.8
75% i 124.7 o
50% i 63.1 4103
= 1304 909.4
3% f 143.4 987.2 ;
0% pit 114.3 e

() B if 5= foam i
RERAED 3XFB AA e BE ORI T AECKR TR M
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(7) tREESEcikikEN
I E2 R ERECHKREHEE D K% e ok RE(TEI R E
M| AENE y=30.395x + 1.9983 > R?> =0.9999 > Br kR 50-1
00 pg/mL F LA4F i R(Rlz) o

3500 - FEANNE 75
30000 1y =30.395x +1.9983
2500 R2=0.9999
¥ 2000 -
HE
i 1500
1000 -
500
0 : '
0 50 100
& K (ug/mL)

Ble ~ Ewdk2 ik ARE

2. HEARERT AL kL P AATRE G fDF R E() T D
hE R A28 5 y=22.849x—1.2808 > R2=0.9999 » % 7+ Jk & % 10-200
png/mL 3 243 hd i (BT ) -

5000 r v
4500 | BT i
4000 - y=22.849x —1.2808
3500 - R2=10.9999
= 3000 r
v 2500 |
2000 |
3 1500 -
- 1000 *
500
0 L 1
0 100 200
JE B (ug/mL)
WI > ALkt E AR
22~ Eodk 2 RERD RS
¥R AR JE B (ng/mL) M w o Azt R?
EEA 5.0-100 y =30.395x + 1.9983 0.9999
T A 10-200 y =22.849x — 1.2808 0.9999
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(=) EHPER TP RS

I 5587 > f1* HPLC =R gt 2 » Lok £tz 4p4dt
BB AL 1.99% > B b P& R o iEdk B 24 PR A
EEEL S 131% L8 ) > FArp RESITRE24 P ER RS
Pl = <~ £ B o

2. FokEERT > 4] HPLC 2B i andifhad > " A s E 42
APHIRE L S 0.32% Bk AL & RPN 0T kg B 24 ) PEPNOfE T
AP EIRE L 5 0.86% » i1 LB | » F97F &AL 24 ) pEQ
o plEas < LB o

—

(~) HipHe s L 2Bk
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Fw o~ LA REAS T

iR P EESY 2 R S NEY
kR R.S.D. (%) kR R.S.D. (%)
HBAE  (n=5) 20 pg/mL 0.26 50 pg/mL 0.28
A (0=5) | &% iR(No.9) 1.99 & &% 7 (No.9) 0.32
e (0=5) | % &i%iRr(No9) 1.31 & &% % (No.9) 0.86
W pHE T (n=1) 0.01 pg/mL - 0.05 pg/mL -
T E & (n=1) 0.05 pg/mL - 0.10 pg/mL -

(1) Frewfek

B

gk Tk w e 5 98.1% A HER R L S 3.83% (£1)- "
AE TN w e 5 102.8% > ApHIEE R AL L 0.99% () -

% 1 ‘E—'Uiﬁ/ﬁ‘ﬁ'}’ﬁii
o EHfHE|l 238 | 4r® | BEE | wieF |THwcF| RSD.
“}b (2) (mg) (mg) (mg) (%) (%) (%0)
1 0.2005 0.1731 0.25 0.4317 103.41
2 0.2003 0.1730 0.25 0.4081 94.07
3 0.2005 0.1731 0.25 0.4177 97.83 98.14 3.83
4 0.2003 0.1730 0.25 0.4111 95.27
5 0.2006 0.1732 0.25 0.4235 100.10
B2 s 0 R T e v o
o EHfHE|l 23R | 4r® | BEE | wieF |THwcF| RSD.
“}b (2) (mg) (mg) (mg) (%) (%) (%)
1 0.2005 1.7901 1.8 3.6437 102.97
2 0.2003 1.7884 1.8 3.6101 101.21
3 0.2005 1.7901 1.8 3.6436 102.97 102.8 0.99
4 0.2003 1.7884 1.8 3.6471 103.26
5 0.2006 1.7910 1.8 3.6604 103.85
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(+) 4873 s wFHz L
10 # 5+ e BH2 5 8 /PIL LEk (o Aot 2 frT > kg £
5 0.102-0.238% - " AiEwdkis B 5 1.020-1.313% o Eow ik 7 A
Wi 7 B 5 1.132-1.465% 0 #RIES w FH R A kg T A
%mmz AR 0.7% ik ol e e g 3 B 7 4T 2000 (F
200 % 3760) 5 MM BcdE T A Sk E L E R Mt 4000 (PR L

6660) o
Lo A BETCEHR S Eeik]
FH L'»‘ﬁééz 1 PAECH#KZE B2
(No.) (%) (%) (%)
1 (NC) 0.122 1.046 1.168
2 (NCB) 0.127 1.060 1.186
3 (NH) 0.110 1.022 1.132
4 (NRB) 0.238 1.020 1.258
5(CB) 0.146 1.313 1.459
6 (CE) 0.168 1.297 1.465
7 (CH) 0.175 1.268 1.443
8 (SK1) 0.103 1.131 1.234
9 (SK2) 0.102 1.074 1.176
10 (SUD) 0.142 1.031 1.174
T3 +S.D. 0.143+0.042 1.126+0.120 1.269+0.133
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(__L

- ) i3 wEH 2 HPLC 4; & B3t =
P10 447 &S < FHHE SR % & 10 L 248 > €7 HPLC 45 s W3#
IR e
1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5 pum)
2. ¥Rl E UV 282 nm 3. /i ¢ 1.0 mL/min
4. EHE R 135°C 5.2A>% 1 10uL
6. # & 4p -

P ¥ (min) " 7% (%) 0.1%= & ¥=(v/v, %)
0 1 99
10 10 90
20 70 30
40 70 30
s b T AR g
¢ b
- A AN 9
_ALJ g el _r A /'ﬂ‘\ 6

| NN M, .-.J\_,_U_A__H—,__,_._n i )I\ 4
3
- e yid 2
iy 1
3 .l_f i S, _‘i e —w-"-l\-—-\.--._,—h_.-". ‘L ;
[T T L L 1 LR A L ST AL L A l_ A T T L o ! GO /T | l_ e i e A l_ T T
012343678 09NHRRULBKBTRBPVNHN2RNZXTEIDHDIHBBTRN

Time: [min]

B+~ 10 $+iEF <« F 42 HPLC 4p & Rl 3#
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+ =) #REE 2 UPLC & 45
G REE 1.24 A &b T oo de HRRE S (B —) 0
FEPER 242 s bt T AR HRIEESAE B Z)

1.00 FEaRN 7
2 ]
0.501
0.007 ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ]
0.00 1.00 2.00 3.00 4.00 5.00 6.00

Minutes

Bl — ~ Lok RS &3 k2 UPLC & 47 Bl

I I I I I I I I I ‘ I I I I I I I I I I I I
0.00 1.00 2.00 3.00 4.00 5.00 6.00
Minutes

Bl =~ 7 AL cke iRt &3 k2 UPLC & 47 B

(=) 7 & &+ wHFg &2 UPLC A 47
WGP 1242 243 AR Eo sk HBIERE S (W) -

[l ‘ [l
3.00 4.00 5.00 6.00
Minutes

B+= 7 &iEF oEHk 52 UPLC & +7 R
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}lg

(Lw) Eogghe I a3 g8
A3 CyHaN2Og s A F 8 161035 %58 1 96-98°C 5 v ¢ Bhik o

(__L

%]

) s i

(+ =) Ewggen'HNMR Bl

Liensinine_CDC12_600 2023,08/25 (CWL1-108)

) JMLM ‘ JLl_LJrL_Lh»LA_LU" T . U

A B s S me S e

T T e 1

& 5 4 3 z 1 ppm
b b e L L Lot
2.55 2.361.15 1.00 2.91.05 3.68 1.012.24 2.31.88
2.251.241.12 2.8341 1.59 1.1821 2.332.3301

Btz - w0 'HNMR B3 (CDCls)
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(4= ) &bk PCNMR BH#

Liensinine_CDCI3_600 2023/09/25 (CWLL-108)

g Sresdw sodosdncunddecdnd s EE iEmm Dasues g =
™ bt R e Ao et s o e B S e | )
| WY @B R G
i N
‘I ‘ L hl, o - o
L o e BN (LA O e s s e e B e L e B S B T T T T T T
160 140 1z0 100 a0 1] 40 20 ppm

B+ 7 - iEw k0 3C NMR B3 (CDCLs)

(+ ~) v dk e ESI-MS Bl 3%

CWL1_108_HCOONH4 #223 RT: 2.21 AV: 1 NL: 2.90E8
T: FTMS + p ESI Full ms [120.0000-1000.0000]
306.1593

280000000

260000000

240000000

220000000

200000000

180000000

160000000

140000000

Relative Abundance

120000000

100000000 M +H]+

80000000 /

60000000
] 284.1645
40000000 '

611.3120

|
= |
| |

20000000 206.1177 |‘ 597_2951 6332938
1192.9764| 2521308 | | 330.1336  404.1858 468.3806 5361658 O\ /' 674.3068 757.2441

| 5 e o o o e o o B T o ) T i

150 200 250 300 350 400 450 500 550 600 650 700 750 800
m/z

B = -~ ik ESI-MS B
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(L4 ) EwagnFTIR B

W%zn:az 2023 (GMT+08:00)
M

824 &
80 |
78

76

74

669.32

724

161565 0 0
Y

1452 57
864.5]
829.92

70

1225.26

% Transmittance

[+2]
b
3421.83
2364.31
1254.91
1111.60
1012.77

62

1519.29

60
58
56

54

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

B+ - -~ #wek FTIR Bl

(=) Ewigen UV Bl

2063

. 284 nm
| 284.4

1 355.5

T

T T T T T T T T T

— T — T — T — T T T
300.00 320.00 340.00 360.00 380.00 400.00

nm

T T T T
220.00 240.00 260.00 280.00

B+~ e e UV B
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- ) Eedgehi cRIEF R

position ou (600 MHz)? oc (150 MHz)

1 3.46-3.48 (m) 65.5

3 2.68-2.73 (m), 3.17 (dd, 12.6, 6.0) 48.3

4 2.79-2.86 (m) 26.7
4a - 129.8
5 6.67 (s) 112.1

6 - 148.1

7 - 143.3

8 6.47 (s) 117.9
8a - 131.2
9 2.68-2.73 (m), 3.21 (dd, 13.2, 1.8) 40.1
10 - 130.8
11,15 6.99 (d, 8.4) 130.9
12, 14 6.79 (d, 8.4) 117.0
13 - 155.7
I 3.66 (dd, 10.2, 1.8) 64.6
3’ 2.99-3.02 (m), 3.41-3.44 (m) 44.1
4 2.58-2.64 (m), 2.95-2.99 (m) 21.5
4a’ - 123.4
5’ 6.56 (s) 111.4
6’ - 147.7
7 - 146.3
8’ 5.70 (s) 111.5
8a’ - 126.7
9’ 2.58-2.64 (m), 3.10 (dd, 13.2, 1.8) 42.6
10° - 130.6
I 6.80 (d, 2.4) 121.8
12° - 144.0
13’ - 146.9
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14° 6.70 (d, 8.4)

15° 6.36 (dd, 8.4,2.4)

2-N-CH 2.53 (s)
2°-N-CH 2.56 (s)
6-OCH; 3.88 (s)
6’-OCH; 3.82 (s)
7°-OCH; 3.42 (s)

115.2
127.5

42.7
40.3
55.9
55.8
55.4

4(Multiplicity, J in Hz) in ppm.
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A+ 58 1 C3sHaN2Og 3 2+ & 1 624.8 5 3 BL 1 59-61°C; ¢ % o

=tz P ARSI

H,CO
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! CH

(= +tw) ? AE ik 'HNMR Bl

Meferine_DNSO_600 20237100268 (CWL1-113)

: LK%&%& 3 I\K\\§<\§ 53 %%/I i
|
il
J’ Y |
I DAL |

-4 ~ 7 Ak 'HNMR B3 (DMSO-do)
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< iy 77 13C NMR 5 3%

Neferine_DHSO_B00 2023/10/26 [C‘Utl—llﬂ)
% EEZEZI EEZSS8§SIsEadEs ﬁ*“*“”””ﬁ”“g 2% 5
j L | Q\ S )
| WY W S Vo
|
|
i |
{
s . . ' . . . : :
160 1490 iz0 100 &0 60 40 20 ppm
- 2 213 EXTA
B L~ 7 Ak h 3C NMR B2 (DMSO-ds)
= L) ? A gk S ESI-MS Bl
CWL1_113_4_HCOONH4 #249 RT:2.47 AV: 1 NL: 6.76E8
T: FTMS + p ESI Full ms [120.0000-1000.0000]
313.1671
650000000
600000000
550000000
500000000
450000000
& 400000000
] ]
c -
335000000%
<<
° ]
gSOOOOOOOO*
5 ]
o 3
2soooooooj
200000000 [M+H]+
150000000 /
100000000 625.3275
50000000
7 647.3094
oL 252.1308 298.1804 32§,1542 418. 2005 452.2080 503 255& 582.2850 l /  687.2474 7792523
LI N O I O N T LN N I I O B Y Y |
200 250 300 350 00 450 500 550 600 650 700 750 snn
miz

Bl L — 7 v dseh ESIMS B
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L) P AT ek FTIR Bl

fMon Oct 23 15:04:41 2023 (GMT+08:00)

80

75wt

3426.77
2781.76
1375.98

2831.30
1615.656

55

12148 —

2940.01
1484.93

50

%Transmittance

45-

—r;f.
1230.20
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1252 .44
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1511.87
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24 ) P AECKkDE BT F R

v A g_:\iig

34~ 7RI - AL B % (DMSO-ds)

position ou (600 MHz)? oc (150 MHz)

1 3.49 (t, 6.0) 63.9

3 2.51-2.55 (m), 2.99-3.04 (m) 47.3

4 2.43-2.47 (m), 2.64-2.68 (m) 25.5
4a - 129.6
5 6.71 (s) 112.5

6 - 148.1

7 - 143.1

8 6.37 (s) 117.5
8a - 129.8
9 2.70-2.74 (m), 2.78 (dd, 14.4, 6.0) 39.1
10 - 131.3
11, 15 6.90 (d, 8.4) 130.3
12, 14 6.65 (d, 8.4) 112.9
13 - 157.1
I 3.49 (t, 6.0) 64.0
3’ 2.47-2.51 (m), 2.93-2.97 (m) 46.9
4 2.33-2.37 (m), 2.57-2.61 (m) 25.0
4a’ - 126.1
5’ 6.50 (s) 111.5
6’ - 146.7
7 - 146.4
8’ 6.37 (s) 111.0
8a’ - 129.2
9’ 2.70-2.74 (m), 2.84 (dd, 13.8, 6.0) 394
10° - 130.9
1 6.41 (d, 1.8) 119.3
12° - 143.8
13’ - 145.6
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14° 6.72 (d, 7.8) 115.9

15° 6.65-6.67 (m) 124.6
2-N-CHs 2.34 (s) 42.5
2°-N-CH 2.27 (s) 42.4
6-OCH; 3.68 (s) 55.4
6’-OCH; 3.63 (s) 54.7%
7°-OCH; 3.53 (s) 55.1%
13-OCHj 3.63 (s) 55.0%

13°-OH 8.98 (5) -

4(Multiplicity, J in Hz) in ppm. *Interchangeable
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: NELUMBINIS PLUMULA

. Lotus Plumule

& & G pEEEfL Nymphaeaceae 1847 i Nelumbo nucifera Gaertn.2. = 3 f&
G SR E R g o

Bownor [Fp22 11(4%Y F2 %20k 2021) v
— Bk Sk 2.0 g0 de o fiF 30 mL o A2 dRF 30 A
éi’@i/a’i/ai.’%ma’fmﬁ%nbﬁélmb%mpﬁ*’*Fv
o
[55=2 2] (¢ E4 2 £ feRMEL 2020)
— Bk 5d k 2.0g0 4o 7 AR 30mL o A2 AR 30 A 4o
Wik o iR Adc 0 AT B ImLR2B R FLRS
B e

¥R 5 BB .o gk (Isoliensinine) » 3. d& (Liensinine) > ¥ £ 3w dk

i % (Neferine) ¥t PR -2 5> &~ B4 P BR & ImL & 7 1.0mg
gk 0 1T FRARE SRR o
% & 1+ HPTLCsilica gel 60 F2s4 > 10 cm x 10 cm ~ 20 cm X 10 cm
BB B [BERA1](L#8Y 24 5 2% 2021)
— &R IAM e (1161 1)
[EB& 2] (¢ &4 A2 frREL 2020)
—_:_gﬂ-'c:z,ﬁv;;z,g;]:_—z,ai;(s:4:1)
[EB&3)(p FREF)Y
—P ¥l e (3130
B F # 10cmx10cm~20cm x 10 cm

i

B OERWHFALTIEF IS5~ 4 FFER  BEREHEcm-o
B d &AL hicis o > b k(Q54nm) T AR 0 N R 3~5 2 4ETS 0 B
Fr¥ ek K (254nm) T AR Z. o
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F%p P 112/10/30

¥R ERH) : 61%

£ B (RT) : 23.5°C

[Em#H3)(pFRFE)y—" F @M i 3:3:1)
—HPTLC % ¢} 3£ (254 nm)# !

—HPTLC # & 3~5 & 4815 % *F £ (254 nm)#& !

Kot - 21§
1:2°3 P &< dg (1.0 mg/mL) 1:2>5uL
4:556 £ # (1.0 mg/mL) 1:2>5uL
7829 7 A (1.0 mg/mL) 1>2:5ul
10- 11512 | #&BRS [F5202 1] 25> 8uL
1351415 | #&BR S [F5202 2] 2°>5>8ulL

FERFTZ ARFEZE ORERR PV ARE RN R E ik Bk T A
ok FRERGY A he g FL [F202 1)

ERWAE Rk 2ul o o 2ul 0 T A wdg 20l e R [F
335 1) 5L o




VA RASESR
5P 112/10/30
1 $H% R (RH) * 61%
i & (RT) : 23.5°C
[Ema 1) (587 L 5w iw 2021) —= % 7 % 7 fi
D
[5e= 2 1] (487 #2525 2021) —HPTLC % *F %£(254 nm) ! #
(R ECdk RAE5>0.8 ok ReiE 5>0.8 7 AL wig RefE 5>0.8)

e (16

[5222 1) (447 #2 5uw ok 2021) —HPTLC & & 3~5 A 4s% bk
(254 nm)te (R E vk RAES>08 vk ReE5>08 7 AL widk Ry 4
>0.8)
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[Em#2)(F FANEfrREL 2020) —= & "% I C fhL fig ¢ = ¢ %
5:4:1)

[Em2 1) (24° 22 5w 5w 2021) —HPTLC % ¢ k(254 nm)#s 4 # !
(REc#HREL 044> Lok ReEL 0250 7 AL wdk ReiE & 0.58)

[552 T4 %Y #2 5wk 2021)—HPTLC & & 3~5 A 4815 % ¢ %(254
nm)# (B o # RAEE 044 ik ReES 0250 7 Aok Reie % 0.58)
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[Em&H3)(pFRBFy—"F:am e B3:3:1)Y
[5522 1) (4% 22 525 2021) —HPTLC % ¢ %£(254 nm)# ' #
D(REC#RIES 053 sk RAES 0390 7 A ik ReiE % 0.65)

[E5~202 1] (487 22 5w 9w 2021) —HPTLC # & 3~5 4 4815 % ¢ &
(254 nm)# (R ik ReiE 5 053 ik R s 0390 7 A wdg RfE 5
0.65)

1 : Blank 417 AiE kg
2: B 506 HEBRS
3R 7 : Spike

EHRAE AR I [FER3 2 1) 30 o npF2 [ERH3)ER TR E
i LA ¥

[E®#3])-
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F%p P 112/10/30

¥R ERH) : 61%

8 B (RT) : 23.5°C

[Em&3)(pFRE)—2 F :pm -2 (3:3:1)

(5o 11 (2@ FL e [F502 1)1(48° FLinw

2021) —HPTLC ¥ & k4 2021) —HPTLC ¥ ¢} £ (254 nm)# !
v
-y -
_______________ - .

[5522 1](4%8° FL vem [F522 1](48° L 5%
2021) — HPTLC # & 3~5 A 44 %  2021) —HPTLC # f* &o4w 2% fo & 7
ok 5£(254 nm)# 1V Padp—o FRidindpd ¥ Lk

1 : Blank 407 AT kk
2 B ug 506 &EBRS
3R 7 - Spike

FERBLE T GV k(254 nm) 0 B ak E 3~5 A 4 (s % 0 k(254 nm) kAR T
TR R g2 iR e
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I~ RES B RS RA
F ok p P 112/10/30

¥R ERH) : 61%

£ B (RT) : 23.5°C

[EB#3) (p FEE)—T ¥ iam: -2 B3:3:1)
[58=2 1) (448% #2 %2 % 2021) —HPTLC

(1) % * %(254 nm)# !

(2) # F 3~5 A 4815 % b %254 nm) N

1 | Blank 78 | # &% 2 (NCB)
2 | B #(1.0 mg/mL) 9510 | &3 3 (NH)
3 | ik (1.0 mg/mL) 1112 | # &i% % 4 (NRB)
4 | 7 A< d(1.0 mgmL) 13714 | ¥ &% % 5 (CB)
5.6 |53 1(NC) 15 | Spike (¥ &3 i% 5)




[EB#3) (p FEE)—T ¥ iam: -2 B3:3:1)
[55=2 1) (4479 22 %2 5% 2021) —HPTLC

(1) % # %(254 nm)# !

(2) ® F 3~5 A 415 ¥ b %£(254 nm) N

1 Blank 78 ¥ &% % 7(CH)

2 | B i (1.0 mg/ml) 910 | 453 8 (SKI)

3 o #5 (1.0 mg/mL) 1112 | & &% % 9 (SK2)

4 |7 At #k(1.0 mg/mL) 13 14 | 57 % 10 (SUD)
5.6 | &3 6(CE) 15 | Spike (6 &2 i% 5)

SHmeER  [FE22 1] 22 p B2 [BERA 3] A8k B iE
g s g~ T AR aE iR o R (254 nm) R L E 3~5 A 4 b k(254

nm) & A g i o
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