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7= E (Nelumbinis Folium)

-
MANAY s L Ap? BREEEFHE 104

CHRER AR
(- ) HPLC &k B2 K78 4=
Agilent 1100 series » # 7 Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~DAD G1315B; % 47 ¢ 1+ * Zorbax SB-Cis Column (250 x 4.6 mm,
5 um)
(=) UPLC kB2 K178 4=
Waters Acquith Ultra Perfermance LC > # 7 Binary Solvent Manager ~
Sample Manager » PDA Detector ; & 47 ¢ 11 Waters Acquity UPLC BEH C18
(100 x 2.1 mm, 1.7 pm) °

I REREER AR
(- ) @4
" A% (99.9%) B B 3t Duksan Pure Chemicals ; ¢ % (99.8%) Bt p
Mallinckrodt Baker Inc. °
(=) H& 5
J7 & k& (Nuciferine) b p R 22 27 » W R £ 98%1 + o

A g
(=) P28y %
AEFHAHOSg Mo B SO0mL = £4875577 o H e »
B AR 25 mL o A2 BT eJE(# 5 200W 0 4 5 40 kHz) 30 4 45 0 b
EATEE Y 7B R ehE £33 102 No. 1 g e syringe filter
(0.45 um) A S| » Bojhif » T o & 410 uL 7L » HPLC » A E28A £
M s ER el Y ES AR ER Ko

(=) #REESZ R
B 2 ik (Nuciferine)# #2 AL % 1.0 mg » 4c 10 mL 1™ fg ] &
+ 1mL 7 j7 ¥4k 100 pg cth 8 S0EH 3% o

(Z) w&B R
AEFAHOSg M B S0mL = £ 4875577 > e »
v AR 25 mL 0 A7 Rk BT AJR (s & 200W - 4F & 40 kHz) 30 4 48 2 No.
1 A ERE 50 mL 2 T 8747 » RANLSAEAHHP- 0 S EH /R



e AR T 3R 33 B (syringe filter, 0.45 pm) » Pjgik 0 TE o

(v ) Bl 22
SRR PR R e s W A% 10 ul o 2 ~ HPLC pj = * &
B SRk ¢ E ik (Nuciferine)eh g £ » ¥ F

() REM
A FE s P g E bk (Nuciferine) -8 555 % 3 /% i £(100 pg/mL) > 2 @
R A L 2 /7 # d& (Nuciferine) » % 5 100~ 50.0 ~ 20.0 ~ 10.0 ~ 5.0 pug/mL
RN A o PR £ B 10 uL A w2 » HPLC &7 8 4 47 0 I
AR R G A (y fh) iR R R R (x fh)iE FRME Y fE o &AW
F Mz > 425N y=ax+b w g B (2 8 R? -

(#) # %R 5%
"L e (Nuciferine)ik & 5 10.0 pg/mL 2 #-3 535 % i @ o i 42 3
G0 UE R 5 b R R L -

(=) £ RALZE LR R
LB AR o - 8 R R R R B L
FRRERSRR RN EER G EO)S R AR
Z o
2AERM R - T BFES A BFERSBRUT UK FE
e i i 4 5] 6 052428516224 ] R R %o 11 i d (Nuciferine)
R AR iR R AR AL

(~) pEre 2§ 1R 5%
i# 7|4 *T(limit of detection, LOD) @ #-2 ik & 2 12 573 7% 7 ¥74f
BT At L =23  F2 kR o (TR EREIGIE TE &Y
(limit of quantitation, LOQ) : #-2 vk B 2 &8 2.2 7% % %7 ﬁ_% S
Bt S 2101 B2 kR 0 (TE 28R GE -

(L) i dew e ok
P~ dvjm 4k (Nuciferine) 7 £ cfm £ EH 8 % 6 025 g Hrafl €1
> A w4~ 0.4 mL 7 E & (Nuciferine)i? /% (1.0 mg/mL) » T &4k &%

MR ERE TR .



(+) 247 & =& j= &4k (Nuciferine) 7 £ i#] = HPLC 4 47 1% 1%
1. & +7 ¢ * Zorbax SB-Cis Column (250 x 4.6 mm, 5 pm)

2. ¥ BLAE UV 270 nm
3. s#i# ¢ 1.0 mL/min
4, ? HEREER
5. 74x8 110
6. # & 4p -
z % (%, v/v) k= e dRkp p(100:2.2:1.1) (%, v/v)
32 68

LoD AR ERETRRIT
PR BFEFHERERRUE AR RSB R 5L 10
uL i@ 3 = 443 » HPLC » #7{7 T30 % o ff e [ 2 83 B RS0
# & (Nuciferine):7 g 4 7 £ o

(=) 447 & F HPLC 45 W Bl ot =
Pot 73 B FER GRS 10 pla R o & 7 HPLC 45 2 Bl o
R

1. & 47 ¢ : Zorbax SB-Cis Column (250 x 4.6 mm, 5 pum)
2. ¥&ipAE UV 270 nm
3. sriE 1 1.0 mL/min
4. ? HwER CER
5.7 >% 10l
6. # & 4p :
z % (%, VIV) k= e vk EEFE(100:2.2:1.1) (%, V/V)
32 68

(+=) FE# &2 UPLC K 7%
1. & +7 ¢ * Waters Acquity UPLC BEH C18 Column (100 x 2.1 mm, 1.7
pm)

2. #%BIAE UV 270 nm
3. ik 0.4 mL/min
4. FHE R 125°C
5.8 11l
6. # & 4p :
z 3% (%, v/v) k= e Rk fy pL(100:2.2:1.1) (%, v/V)
28 72
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1 g
(- ) 1% 5 j7 & # (Nuciferine)2. HPLC % 17
WAF G R 117 A g r g7 E dk (Nuciferine) 15 &4 % (B - ) -

| 7 ¥ % (Nuciferine)

50

Z0 eni

B - -~ Jj7 ¥4k (Nuciferine) &% 573 ;% 22 HPLC 4 17 R

(=) @ &jmE e &2 HPLC 4 47
WA TR 117 2 B i E W& 7 E 4k (Nuciferine) i % (B = ) »

[l ## £ & (Nuciferine)

o 15 20 25 min

Bl- -7 & E# &2 HPLC & 47 &

(2) s 3
Ly kT E

Bedh AL A oo #57 E k& (Nuciferine) 3 B~ = > (>99%) °
2o s FERSEFRIEY R
u

i SRR 'S B G R
¥ - =% 350.6
E 47
%= = 0




(w ) &8 5 /7 ¥ 4 (Nuciferine) s £ 4
£ 7 kR j7 E &k (Nuciferine) (x)¥F & B & 47 4% & ff chF i ()
ATE Rl E AR 25N 5 1y =29.2528 x—33.3533 &gt kR & 5.0—100
pug/mL 3 247 A R(BlZ) o
4000 -
#3000 - y =29.2528 x - 33.3533
‘L:} 2000 -
™
4 1000 -
0 - .
0 20 40 60 80 100 120
JE B (ug/mL)
Bl = ~ /= & 4k (Nuciferine) 2. # & 42 [§]

NN S IR T E EE
HEEES | EARMgmL) | S e R
i

(Nuciferine)

5.0—100 y =29.2528 x —33.3533 | 0.9999

() HFBprEiL ik
FEHESHET I HPLC T & i %R 24 7 E#%
(Nuciferine)#f & B 2. ¥ X % 0.78% > £ I 2 Ap 4R £ 1.12% -
BRT HLSFERP

(=) RTPEm
d %% ¥ @4 j7 ek (Nuciferine) & 24 -] prp &% 0 Ap 8% £
w2 1.01% > gt LR ] BT ’fi&'-@?r‘&24 RN e s PlaE k&

(=) WpHE e T LR UERK
77 & 4& (Nuciferine) i | 4% *(limit of detection, LOD) % 2.0 pg/mL (5]
) > Z_E & (limit of quantitation, LOQ) # 5.0 ug/mL (BT ) °



7 ¥ % (Nuciferine)

N

ol

= e

; P SN —
25 <

S S S S

BT -~

~ R IE PR AT

# # (Nuciferine)z. LOQ % 17 ]

T R P

J= & & (Nuciferine)

kR R.S.D. (%)
H AR (0=5) 10.0 ug/mL 0.78
2 (n=5) # 5% i (No. 7) 1.12
) # i3 ik (No. 1) 1.01

R (n=1) 2.0 pg/mL -
T E &2 (n=1) 5.0 pg/mL -




() e w e R
/’J‘ v j7 k& (Nuciferine) L 35w 4o F 95.7 % » AP ¥HEHE H £ 2.61 % »

Z 2~ j7 F & (Nuciferine) i 4o » Jc ¥

| FHHEE | 23R | 2R | BEE | v | THEwF [RSD.
9 (2) (mg) (mg) (mg) (%) (%) (%)
1| 02506 0.441 0.4 0.818 93.0

2 | 02507 0.441 0.4 0.829 95.9

3 | 0.2508 0.441 0.4 0.841 98.9 95.68 2.61
4| 0.2504 0.441 0.4 0.835 97.2

5| 02507 0.441 0.4 0.819 93.4

(L) o#7 BFEZERT
10 par EEHEH T2 F BRI S %7 % 1 S EFH

¥ 4% (Nuciferine) e 3 £ # %] % (0.41%) » %3 6 fr 7 chBH F e s £
£0.18—0.20%2 > H 47 B F 4 F Edg 5 #3556 0.05-0.08%2 FF -

23 ~ o @7 LiFE e 52 j7 §# (Nuciferine) 7 £

o #7 ¥ # (Nuciferine) 7 £ .y 7 E 4k (lej/it)‘erine) ;8
0
1 0.4069 6 0.1999
2 0.0570 7 0.1793
3 0.0711 8 0.0779
4 0.0723 9 0.0633
5 0.0704 10 0.0765




HEYE15111001.0)
HEYE\15111004.D)

HEYE\15111008.0)

HEYEV15111011.D)

*DAD1 A, Sig=270,4 Ret=360,100 (HEYE\15111015.D}

*DAD1 A, Sig=270,4 Ref=360,100 {(HEYE\15111018.D}

*DAD1 A, Sig=270,4 Ref=380,100 (HEYE\15111021.D}

‘gAgl A, gg=270,4 gﬂ"m,wo HEYE\ISI 1 1025.3)

*DAD1 A, Sig=270,4 Ref=360,100 (HEYE\15111028.0) i e . .
*DAD1 A, Sig=270,4 Ref=360,100 (HEYE\15111031.D) AT ;{- §€E (Nuleerlne)
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wl | \;/\__A
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W+ - &2 HPLC 45 = W3

mAU

J7 ¥ #& (Nuciferine)

T
20

Bl = ~ i & d& (Nuciferine) & # 5-7% 7% 2. HPLC & 17 ]
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(+- ) &% 5 /7 # 4 (Nuciferine)2. UPLC A 7
ST PR 3.04 4 BAE T ik (Nuciferine) & 3 5 4% (B] ) o

2.00
] g e .

1501 g 7= £ % (Nuciferine)
2 1.00]

0.50

0.00 AN T T T T T T T T T

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

BN~ i E iR 55 7% 2 UPLC & 47 ]

+-) W & FE®% 52 UPLC & 47
ARG R 3.05 A ki m E S0 7 £ 4k (Nuciferine)id & (B4 ) -

0.507
0.40]
0.30]
2 3 i (Nuciferi
0.20] 47 ¥ #& (Nuciferine)
] s /
] 8
0.101 "’n
o.ozr’ﬂmJ
T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Minutes

B4 ~ i £ #H2 UPLC 4y * Rl

(+ =) & &4k (Nuciferine)ss + ;822 0 5 §

&3+ 3% 1 Ci9H2INO; 5 Mol. Wt. £ 295.38 5 3 8k 162—163 °C

(+ =) j& ¥ d& (Nuciferine) i3 4

B+ ~ 7 £ 4 (Nuciferine) 2 4

e

i
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(1) i# & (Nuciferine) s 'H NMR ] #

2255 ZE3RB5550085355385838¢ AL L LR I R FEEE R R PRSP EEEEE T P E I
NNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNN

NNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNN

l
T
—
—
T

| x{* — tﬁw‘“‘ “{—

a.37 4.56 13.75 28.63

Bl - ~ & # 4 (Nuciferine)z. 'H NMR @:#( CDCl3)

(+ =) j7 £ 4 (Nuciferine) =1 °C NMR [ ¥

B+ = ~ j7 ¥ (Nuciferine)z. 3*C NMR ] :#( CDCls)
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(+ =) j# 4 (Nuciferine) s EI-MS [ 2#

Thermo DSQIl 11/17/2015 1:10:08 PM

70eV S S R
Nuciferine #81-84 RT: 2.21-2.29 AV: 4 NL: 1.34E8

T: + ¢ Full ms [50.00-850.00]

100,
95-

90
85
80|

75
70-

65-

60—

55—

50—

Relative Abundance

129.05
139.77

147.12

165.06

178.08
109.54

C:\Xcalibur\data\CC Shen\2015\Nuciferine

221.09

264.14
237.09

194,09 220-11

294.08

280.12

295.15

296.15

160 180 200

m/z

100 120

EI__L

140

o
S

(+ ~ ) Jj7 &4k (Nuciferine)= FTIR B ¥

220 240 260

280

300

# & (Nuciferine)z. EI-MS ] 3%

15:3107 2015 (GMT+0B.00)

75

70

% Transmittance

3500

2000
{em-1)

Bl-+w

13
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(+ 4 ) 7 £ 4k (Nuciferine)2. & ~ & i* § =

# # ~ j7 ¥ #k (Nuciferine)z. & ~ & i & = # ( CDCl3)*

position Ou (600 MHz) oc (150 MHz)
1 145.11
2 151.95
3 6.61 (s) 111.23
4 128.70
5 a: 3.15 (m) 29.24
B:2.66 (dd, 16.2, 1.8)
6 a: 3.20 (m) 53.28
B:2.49 (td, 12.0, 4.2)
7 3.00 (m) 62.32
8 a: 2.59 (t, 13.8) 35.12
B:3.07 (dd, 13.8, 4.2)
9 136.47
10 7.24 (br d, 6.6) 127.83
11 7.21(td, 7.2, 1.2) 127.28
12 7.29 (m) 126.97
13 8.34 (brd, 7.8) 128.30
14 132.13
15 126.86
16 127.99
17 3.64 (s) 60.21
18 3.87 (s) 55.83
19 2.53 (s) 44.00

4(Multiplicity, J in Hz) in ppm.
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FE

4 % ¢ : NELUMBINIS FOLIUM

#~ % ! Lotus Leaf

A ka5 G pEIE4 Nymphaeaceae 2 4+ &£ Nelumbo nucifera Gaertn. 2 5z % ¥ -
oA Fa I N Hge o F e AT 2SR
T

- 32

(-) &R [F221) (0 FEH)Y
— ATk 1094 ® g 10 ML 425 4 &l 30 4 45
R 0 PRk TR RS R o
[5522) (p )
— B A Gk 109> 4 " fESmLo A2 g AT 30 A 4
i 0 PRI TR RS
[53-23)(p )
— A FH Rk 109 4 ® g 10 mLo 425 4 &l 30 4 45
Wik ik kMEI A AR T LI mML R 2 B R TR

R
i B IR e

(=) #HriEEsr Pz Es(Nuciferine) ¥ RE# 5> e P frl & 1mL 2

% R 02mg en ik 0 1T SRR SRR o
(2) &% k& + HPTLCsilicagel 60 Fzss4 > 10 cm x 10 cm ~ 20 cm x 10 cm
() B2 B & [EBE#H]) (p7BF)V

_Lﬁg‘:bija : E'ﬁjgj,J( (10;2;1)

(z) 2 B # 10cmx10cm~20cmx 10cm
(=) % & ﬁﬁ“'“&ﬂB»ﬁ’Pﬁ%w,Fwﬁwgmn
() B¢ &K i E 254nm 2% ERET AR o

15



SN FERZERPRRE

# 5% p ¥ : 107/04/20

AP 4% A (RH) © 59%

ERRT):23°C

[(ERA] (p FRFE)—cpep " -k (10:2:1)

B A LSk
1-2-3 77 ¥ 4& (Nuciferine) (0.2 mg/mL) 1-2>5uL
4,556 CA#anin [ i2 1) 2:558uL
7:859 CA#anin [55=i2 2] 2:558uL
10-11-12 |CA# &3k [F8= 2 3] 2:558puL

FEREZ ISAZZ2REBRY T ARERINERS T E, o d TR E
Rt w=ER [572221])
Ekehr £ 7 ek (Nuciferine) & & 04 % 2 ul > e &3 % [F B3 72 1]5ul -

16



Z - RRES

# 5% p 8 . 107/04/24

ip 4% A (RH) : 60%

B RE(RT):26°C

[Em&] (f FR3)—2 fe fiy:
[F5=2 1] (A B %) — HPTLC
4 0h (254 nm)tk N (F Ede R S
0.54) v/

1 : Blank

: J= & 4% (Nuciferine)
3:4:CA¥ &R
5 : Spike

FRPLR T NN E (254 nm) T R AR A R

u

3 P A2 g7 &k (Nuciferine) 1% 2 =-za gL o

17

pg ok (10:2:1)
[58=2 1) (p B %) — HPTLC
¥ ek k(365 nm)is )

% Z «'}F] XOR o Rk

¢k 3k (365 nm)



o~ PR R R
# 5% p ¥ . 107/04/24
B ¥% & (RH) : 60%
HERE(RT):267C

[Em#] (p FR¥)—efefg: P -k (10:2:1)
[55502 1) (p 7B %) —HPTLC % * (254 nm)# !

Blank

7 ¥ # (Nuciferine) (0.2 mg/mL)

NF & &% i

NJ t& &% i

NN & &% i

NR & &% i

CA t& vi% i

Spike (CA # 573 i)

18




1 Blank
2 7 E #& (Nuciferine) (0.2 mg/mL)
34 SC t& &% %
56 SE & &% it
78 SG & &% i
910 SU-1 4 &3 it
1112 SU-2 # 57 i
13 Spike (CA & 5% i%)

R p AR (R 1] 8 B AR [BRA] A

3 #k (Nuciferine) » >t % ¢k 5k (254 nm) ™ AR % -

19
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