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o~ Fib R BAEY (W 3)

1. *5Piagd o

2. FAEBEERBR RBRER R FBRAR AR K RT R
B 5~29 pum o R REACALT B 2 4—?,1% DA 2~6 Al

3. T RAEE A, FHFFAS 0 £ 60~220 um 0 60~100 um 0 BB E 3
—’@%ﬁ%ﬁm@’¢m3%5#°%%@ﬁﬁTiﬁav5o

4. AL kmweizd o Ao BN 4 3?,&&]&93}%’%0

5. WHEMIRIBREFLL AT ARREY > T/ 5-50 um
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A AR A Y B S e R%GIEL (7] 2(2021) £ 47 FL SR S
Bl ARFIIN 0 278 F o
;v *f%(1978) o ¥ EHumik o ik d h 0223 F o

v L feR A BB TR IOFL Y %5%&3:7:2»“'3(2015) BBV B
Jf%——?i‘i:‘ PRk A EREYF J:&JJ:FTW* & %&izzﬂ"ﬁ o 11723 F
V5 (2001) - 370 BA Y- L o A 1 (LE I E DA - 6457649 T

Ltk > A& Ff (L %)(2013) © ¢ F 4 7 AR RIE - AR ¢ AR TR 15 B E-

ARIE AL R AL 0 424™425 o

R7EFL LR £(2020)c ¢ 4 A X {o@EL 2020 &% - Mot 3 1 ¢ ﬁ]%%&?
FLEAURAL 0 247 F o

ALY JR S (D $)(2016) o ¢ E AR E T R o AR fLE HoE AL o
146~147 F o

TAA (L $)(1995)c ¢ B ES Y 2 F T ﬁi%a‘iﬁ?* WAt o37738 o
W2 B~ (3 %)(1995) F * ¢ BH ERFRTEALH P ot~ F
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i % HPLC

-
PR R ALY BERTLEEH L 103 o

CREFZAETER

(- )HPLC ®E 2 k47§ 1
Waters 2695 Separation Module > & 7 Waters 2998 ~ Photodiode Array Detector ;
& 7 ¥ 11 Agilent ZORBAX Extend C18 Column (250 x 4.6 mm, 5 pm) e

() UPLC RE2 k7%
Agilent 1290 series » ¥ 7 Degasser (G1330B) ~ Quat Pump (G4220A) ~ DAD
(G4212A) ~ Autosampler (G4226A) ~ Column Oven (G1316C.) ; & 45 ¢ ¢
Agilent poroshell 120 EC-C18 Column (100 x 3.0 mm, 2.7 pm)

S RHRESE AR

(=) @4
2 ¥ (99.9%) B p St Ao 5 R LT 5 2 hpE R 2 Merck ;& @R
(25%)pp >t Merck -

=) HEE

8 2276 Fpdk(Mesaconitine) ~ 5 Epsk(Aconitine)£? =< § #fd&(Hypaconitine)F-
PR RAPFRRLILGF AT BRE Y 908%11 L o

o~

( - ) 3 T i =

Peh s A(GE S 20 B ) B fEP- 2.0 g0 ¥ S0 mL g g ¢ oo
'ﬁ%%%a§@3mLﬁﬂﬁ%3bmbmﬂ-nﬁ€$ﬁ4ﬁﬂ’ﬁﬁ
GLIE I S (# % 300 W o 45 5 40 kHz) 30 A & v &t 10 4 &(9 4000 x
g)’ ™ No.l JgAiip > Bk » SO0mL % £53¢ > % B P fE 1 ¢ fhc fig
(12— EZRI A £40°CH T FRESED GC 40 0.01% BT i3
R fE A~ SmL F 2FLY 0 33 £ B g(Syringe filter, PTFE 0.22 pm) -
Bk wiE o

ENE S
dOTERE R IR R XK S EHER BB T iE

(=) HREESB R
1. BFEFPEE 375 Fkk 10 mg > 40 10 mL 51 0.01% B " fFa @l 3=
ImL 7 #76 57dk 1000 pg i8-8 54k & 3 % > £02 0.01% BEE T fi3 iR A
1 50 pg/mL W= RARE 503 % -
8



2.

(z)

B FE P 5 f BFkk 7.2 mg > 4 10 mL £00.01% BT fRia i s 1
mL 7 § 5k 720 pg iR SREE R0 0 202 0.01% BELT pRIR R AR
50 pg/mL B = AR 5 0 o

L BRI 25 4 Ef#k 6.0mg 0 4e 10mL 51 0.01% WA miA R A S

I mL 7 =t 5 5k 600 pg ik 658 7302 » 502 0.01% BELY R34
3 50 pg/mL = $PRARE SRR

1R &g iR

Bk o k(B ¥ 20 BLEF ) EREAEE 2.0 g0 B SOmL o F Y o
Fede » 25%4 ik SmLArR A R oo e (1 )R &30k 45mL > A2
MR T AR (3 5 300 W o 4E 5 40 kHz) 30 4 48 > 3t 10 A 45(4 4000 x
2)> M No.l jgiiip > P A » 50mL 5 £¥° > e B AfE 2 fhe fig
(12D &3 RIWE £ 40°CH T FRESD 420 4 0.01% BT i3
R fE S~ SmL F 2FLY 0 33 £ i g(Syringe filter, PTFE 0.22 pm) -
P ite I iE o

e
A G| B pr e B BB AR A R s e S5 R 10l o 2~ HPLC » Bl 2>

AR AR ATE N B RS X B R TE o

£ &

 FFORP-RTE SRR S0 & U i £ (1000 pg/mL) 0 1 0.01% FEL T AR

A A AT EFaRA S5 250 ~ 100 ~ 50 ~ 25~ 10 pg/mL R £A R o
$2 bR £ B~ 10pl A B~ HPLC & (7 28 A 47 0 % 58 2.2 4 5
F(y )Tt B2 R R (x ) TR SR T RE R G el y =
ax +b 2 4p R A B R% .

LB f S G R 0k # ik i B (720 pg/mL) > 2 0.01% WAL T AR

A 26 Fdk A N5 360180~ 100 ~ 50 ~ 25 ~ 10 pg/mL sk 2 573 7% o
bR BB 10l A Wi~ HPLC i (7 28 A 17 0 J1 % &8 5.2 % 5
F(y ) {2 kR (x dh)iE A U FERERZ fEN y =
ax +b 2 4p B A R? -

B P f SRR RS A R i (600 pg/mL) 0 4 0.01% BELT fEB

AR S 3 =06 FaRA S5 300 ~ 150 ~ 100 ~ 50 ~ 25 ~ 10 pg/mL ik i 5%
e bR £ B 10puL A s~ HPLC 27 28 A 45 » 1% 28 5.2 i
o A (y B TR &2 R R (X )R TR X RE R IR S A
y=ax+b £ 4p B 48 R? -



(= ) R R Rk
CMUETE ERekER L S0 pg/mL 2 HREE SRR e 54 METE B
dg Pk A S dp iR RDAPEHREL o
2. 70§ Rk AR 5 50 pg/mL 2 H AR S0 Rl AR 5 £ 11 g FiR D
TEEE FECE ARSI
3. G ARk AR 5 50 pg/mL 2 $RIESE SRR FER S £ U g
W A S gt RO EREL -

() EAFHERT R
LEAFE PR -p3 B EEHP X LS FHREPRAF 2T H
WESFEEEMRSBR - ERPIT UATE Fdk - 5 Fdr Y X § Bk
5 B (%) 5 f 1R RO AR L .
2R oD BE S EME A RY S FHRSDRER 2 WA
ELEEHRSERR AU 0245824 PFRARRI T 0 UATE Fdkk
BEpu S b opakeny B At RO HEBEL

(4) 1 i?Hﬁ 18 LE & UER
% ' (Limit of Detection, LOD) @ #-2 &)k B 2 £ & 2.2 7% 4 @*ﬁﬁﬁ )
ER a%’éfu%aﬁb R Z3IEZER o R BRPHESIGIE -
2. & f&*YLimit of Quantification, LOQ) : #-& Frik & 2 151 53 % 7 474f
Boorusagient S 2100 Bk R TR REEIARE

() Gtew oS #5%
1 oo wATE a2 EOXFEEME R 5 2 PR 1.0g > & %4
»FTE ERdk 0.2 mg o T AR AR A E SR ITR .
2. B MR BROXER A S o B B 1.0g A 4 » 4 x
I mL 1§ “Pﬁézani(@ pg/ml) » ¥4t Sp i WE 2 2 4k TR L.
3. R FEM F EOTEEHBEAS o F REREHERG 1.0 A 54
B R 0.1 mg > TR &R R W S 2R TR

10



(+ - ) HPLC & 7% i+

1. & +7 ¢ * Agilent ZORBAX Extend C18 Column (250 x 4.6 mm, 5 um)
2. ¥Rl E UV 235nm
3. ;i ¢ 1.0 mL/min
4. FHER 135°C
5.4~ 8 110l
6. ##4p
FF & (min) z 7% (%) 0.2%¢c fi(7 25%% #i%)(viv, %)
0 24 76
5 31 69
20 45 95
40 78 22
50 100 0

* 2 mL & fifie® 1000 mL ¢ fE-ki3 i £ 4 » 10 mL & 3% (25%)
(pH &9 10.02) -

(=) 287 LXEFEHT ERIT
PlO4 BE L EH g SR lE 2 AR kSRR B 10UL
WA 3 451 0 HPLC #7718 T 3009 & ff 2 idi [ 2 N3 B 1R 537 8 sk

b ERAG LR f ERak e A 5 B o

(L =2) ¥ 5 #52 UPLC A 45if 2

1. & +7 ¢  Agilent Poroshell 120 EC-C18 Column (100 x 3.0 mm, 2.7 um)
2. ¥k E 1 UV235nm
3. ;i 0.4 mL/min
4. FHER 135°C
5.A4>% 1puL
6. # & 4p :
PF & (min) z % (%) 0.2%z pa(7 25%4 #i%)(viv, %)
0 24 76
1 31 69
6 45 55
12 78 22
15 100 0

*Bo 2mL ¢ fefie & 1000 mL ¢ f-kid i & 4 » 10 mL % 5% (25%)

(pH &4 10.02) -



FaRgC S !

(=) HBEEATE ik - § ik =0 § 5 dk2 HPLC & 47

WG RER 221271 82 292 A hB RS WEET ATE ER Ak ~ § ERek 2

& B d iR S (- )

e,

\ % & Tk

o404

T T T T T T T T T
o 500 1000 1500 Foo0 500 oo H00 4000 4500
T

Bl- ~ #75 Sk ~ 5 4k 2 = § STGHEIE 53 % 2 HPLC A& 47 ]

(=) # &X 54 &2 HPLC A& 47

S000

WAEGEET 219270 87 294 A 4Bk B A T KL B 5 3TE 5
b~ B ERHR YT G Bk kg (B ) o ATE Fdk A BT (R) 5 1.65 0 ¥ £ F]F
()% 1.05; BEdk~3FR)Z 173 £ FF(Di 119 = § FFdk~ 3

FR): 767 £ F+(T)i 1.04 -

Bl= ~# & ¥ 54 &2 HPLC & 17 Rl

-,

RIS TR R U T ESE T S R R

(B e L e e o B B e s s s B B s B e e s e B e L B e s e By B
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00
Minutes

50.0C

FTE ERdk 5 EF 4k =X B B k&
A 1.65 1.73 7.67
#kFF 1.05 1.19 1.04

12



(=) Frie
BREA L 25%E R dmL AR B o e fa(l: 1R AR RSB
&%EE;_ HL%/EIJ Z_ 'T’ﬁ’ % PF‘ ﬁé\’ : PF‘ ﬁé\’ '7':3 ”\ % PF‘ ﬁé\’ m/ﬂ;‘]‘é \ ?EI =3 Ij—_ °

e HE A B A Ok 5 A
25%% 3% 3mL {3 i :
VR fripg 579891 127631 400257
et fig(l - 1R EB R

(=) =
DB EC AT Rl RSB SRR A o

(I) BBERATE e ~ 5T E Farte ER
153 FiERITS FR)H L A B HT%E 6 0F B E(y)*T1F Ik 8@
> A28 5 y=11634x +29518 > » R?=0.9998 » Bom kR A 10-250 pg/mL 7 7 %
WF e R A (Bl=) o

3500000 378 SE Ak
3000000 -y =11634x + 29518
2500000 | R2=0.9998
-&2&.
= 2000000 -
wt 1500000
=
1000000 |
500000 |
0 | ! | ‘ ‘
0 50 100 150 200 250
& & (ng/mL)
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2.8 FIRRRSFROOM & A K ATE 6 ff PF e E(y)“F 7 2] Pl £ A0
#2585 y=10838x + 43939 » R2=0.9996 » & 7 ik B % 10-360 ug/mL $ 2
Wi H(Ble) e

I% EFT%
4500000
4000000 - Y =10838x + 43939

3000000 r
2500000 +
2000000 r
1500000
1000000 -
500000 r
0 I I I
0 100 200 300

JE B (ug/mL)

S 5 f

Ble ~ 5 FRdk 2 16 £ SE

3.5 FIERS L ML P RITRE G FDF BEY)TEISRESR
S 4255 5 y=11074x + 16832 » R =0.9993 » &% k& % 10-300 pg/mL 3
243 A RE T2 (BT ) o

4000000 ¢ 5 i
3500000 |y =11074x + 16832
3000000 | R2=0.9993
# 2500000 |
= 2000000 |
= 1500000 ¢
1000000
500000 |
0 | ‘ |
0 100 200 300
A (ng/mL)

BT ~ =5 Fae i £ SH
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F 2~ RTEERAR 5 FRARET 5 FdR 2 e B AL AR

¥R AR R 5 JE B (ng/mL) phw fF A2 s R?
AT B FR 4 10-250 y =11634x +29518 0.9998
5 EE 4k 10-360 y =10838x + 43939 0.9996
= % Ff & 10-300 y=11074x+ 16832 0.9993

(=) H®RE%R
DL ERET 0 % HPLC R 8 i 2 cnf 2R 245 > 375 Gk ~ § 5
S B ERA A B R 2 AR L A N 5 0.24% ~ 0.87%% 0.16% > B2k
RIS N

(=) EHPERETER%
DL ERT o % HPLC R 8 i 2 end 4f 11245 > 375 Gk ~ § 5
$e X B ER A EAF 2 APFIR L 4 W 5 2.22%~ 1.81%£7 1.92% > =2k
PLip H PR ORPN o RTE AR~ § FldR S Fde i 24 ) N R A
PSR £ 2w 5 1.44% ~ 1.49%22 1.35% > i £ B ] » 973 5L
FWE24 P PER R PlE A LR

(~) BT % 1%
576 Ak 0 RE'L S 02 ng/mL(Fl= ) 2245 1.0 pg/mL(F1- )
§ SFaR B RIHELS 0.2 pg/mL (B~ ) > LR 'L 0.5 pg/mL (R4 )= 6 #F

i RS 0.5 pg/mL (1) > LE&EIL 2.0 pg/mL (B - ) -

0030

T T T T T T T T T
0. 500 1000 1500 200 250 3000 3500 4000 4500 5000

Wees T T P T e

Bl o~ ATE Sk 2 WRIEIUE TR B~ AT ez TR ARIUE 4T R

It '% _@’%
R A T T " " Mo
B~ > 5 e 2 0 RIHR U 4 Bl ~ 5 2 2B K 17
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AR AR

Wiz

Bl o~ =X Eam 2 1

Fow ~ LRSI

T P e L S L R S

PHE U 45 )

Bl - ~= 5 Fdkz T &K 17 H

iR IE P AT § B 4k 5 FFd%
kR R.S.D. (%) kR R.S.D. (%)
HBRE (=5 50 pg/mL 0.24 50 pg/mL 0.87
A (0=5) | & &% % (No.6) 2.22 & &% 1% (No.6) 1.81
T (075 | & &% % (No.6) 1.44 e &% 7% (No.6) 1.49
WRHE (n=1) 0.2 pg/mL - 0.2 pg/mL -
% &' (n=1) 1.0 pg/mL - 0.5 pg/mL -
te RIIE P = § F e
kR R.S.D. (%)
HBRE (=5 50 pg/mL 0.16
LA (0=5) | ¥ &3 RNo.6 1.92
BT (0=5) | % &%k (No.6) 1.35
W (n=1) 0.5 pg/mL -
TE %' (n=1) 2.0 pg/mL -
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(4 ) Fptew e d s
AT EaR T IO e W S L 92.1% 0 A MR R AL 5 2.48% (£1) - §
B o T 32 S e S 5 92.8% 0 ARHHARRE R A S 3.11% (3 ) o X § Fde T
Bsew s 5 92.3%  ApHIRE R AL S 2.06% (£ - ) -

3 ~FTE Edk e T
ot BHHEL | 772 | x| BEE | wicF | Tidw |RSD.
T () (mg) | (mg) | (mg) (%) H) | (%)
1 1.01 0.1604 0.2 0.3458 92.68
2 1.01 0.1604 0.2 0.3480 93.82
3 1.01 0.1604 0.2 0.3427 91.14 92.07 2.48
4 1.01 0.1604 0.2 0.3375 88.57
5 1.01 0.1604 0.2 0.3487 94.13
2 IR T T
o BUPHE| 772 | > E | BEE | wicF | T¥Ew iz |[RSD.
T () (mg) | (mg) | (mg) (%) F) | (%)
1 1.01 0.0765 0.06 0.1302 89.45
2 1.01 0.0765 0.06 0.1331 94.25
3 1.01 0.0765 0.06 0.1326 93.46 92.83 3.11
4 1.01 0.0765 0.06 0.1308 90.44
5 1.01 0.0765 0.06 0.1344 96.53
=N G ARG AT
ey BHFL| 32 | > E | BEE | wieF | T |RSD.
(9) (mg) | (mg) | (mg) (%) %) | (%)
1 1.01 0.0834 0.1 0.1758 92.41
2 1.01 0.0834 0.1 0.1751 91.66
3 1.01 0.0834 0.1 0.1728 89.39 92.27 2.06
4 1.01 0.0834 0.1 0.1770 93.61
5 1.01 0.0834 0.1 0.1777 94.28

17




(+) +#7 8¥57

10 #+ % %é%ﬁ
% 0.011-0.057%> ,

0.069% » 7 & FF ik ~

i L E
Poor

R

ZERTEFECES)IcE NPT 0 RTE Ak S £
EERdk 7 £ 5 0.002-0.016%> = & FEdk 17

5 Ede s f arcnih g 2
b F A ih S A ATE Bk
TP B AT G Bk R R )@z 5 5000 (F 2@ 5 77907)
&7 13t 5000 (1% E & 110513)

5000 (7 %= @ 5 147771) -

% 0.017-0.142% -
BEp# X B R dk N T B A 0.1-0.5%2 F o
5 ERdk A
v KB BRdk LME B R A KT

LA AT e L L AR L LR L L
2 B AT 5 FR Uk B EF & X B Ep ke ATE ERdk+ B ER ket
(No.) E) | 5 E) B(6) |55 TR E%
1 (ND) 0.057 0.016 0.069 0.142
2 (NDA) 0.049 0.006 0.009 0.064
3 (NDB) 0.035 0.004 0.013 0.052
4 (NF-1) 0.012 0.002 0.009 0.023
5 (NJ) 0.011 0.002 0.004 0.017
6 (CA-1) 0.017 0.007 0.008 0.032
7 (CA-2) 0.017 0.007 0.012 0.036
8 (SGB) 0.024 0.005 0.022 0.052
9 (SUA) 0.026 0.003 0.049 0.078
10 (SUC) 0.029 0.008 0.017 0.054
F2E+S.D. | 0.028+£0.015 | 0.006+0.004 0.021£0.021 0.055%0.036

18

£ % 0.004—
ERY




(+-) ¥ 5 Ft2 HPLC 45 % B3 e =
B 10 $47 & 3§ #5030k & 10 ul ik 0 & {7 HPLC 45 & Bl3# o0

~

e

1. & +7 ¢ * Agilent ZORBAX Extend C18 Column (250 x 4.6 mm, 5 um)
2. ¥ BIAE UV 235 nm 3. /wig ¢ 1.0 mL/min
4. FHER 135°C 5. 4~% 110puL
6. #H4p ¢
e ¥ (min) z 3% (%) 0.2%¢c pa(7z 25%3% &%) (viv, %)
0 24 76
5 31 69
20 45 55
40 78 22
50 100 0
)
\
0%
15 J %
Iy
_J \‘M\“«MJ\M
Iy ‘Lﬂ
W J-‘fu\v J“\ " |
N |} B
0% W
)
03
) MMWJ
I U;
‘ ‘J\‘\m“
w1
Il
iy
U‘UfrgJ
UU&‘J
WE.UU‘ | ‘2“00‘ | ‘4.‘00‘ | ‘B“Oﬂ‘ | ‘H“Uﬂ‘ | ‘10“00‘ | ‘IZTUU‘ | ‘14“00‘ | ‘lﬁ‘ﬂﬂ‘ | ‘18‘00‘ | ‘20‘00‘ | ‘ZZ‘UU‘ | ‘24700‘ | ‘26“00‘ | ‘28700‘ | ‘30.‘00‘ | ‘32700‘ | ‘34.‘00‘ | ‘35“00‘ | ‘EHTUU‘ | ‘AO“OD‘ | ‘AZTUU‘ | ‘M“Dﬂ‘ | ‘46700‘ | ‘AB“DD‘ | ‘50‘0(]

M

Rl = ~ 104+ % § #4f2 HPLC 45 X Bl:#

19



(=) BBERETE - 5 Fiey = § Fae2 UPLC & 147
TR 9465107 82 112 A AL T FTE FRdk - & FRAk 2T T 5
PRk L (B 2) e

5 EF g = § Ef ke

g]_l.

Ji

CATE ERdR ~ B B 1§ Rap iR 53 k2 UPLC & 47 F

(+=z) 7 8X 54 &2 UPLC 4 17
VH G R 9.47510.7 22 11.2 A 4B A W BT K Bk P AT 8
B ERdk B B ERdk (Bl ) o

She
—
By
X
=
ra

DADT E, Sig=235 4 Ref=off (BB71W6671(20220512-AC ONITINEWI5 120000016 D)
mAU ]
1400

TE = 5 Fdw

L

1000

e
e

. &
‘N

| |
\ |
\J ﬂm’wu.%J I\, A M'L"'_J\Jllt,wlwﬂu [ | |\_}U o
T T T T T T T T T L

[ — |
T T T T T T T

T T T T T
0 2 4 6 8 10 12 14 mi

B~ % & 5552 UPLC & 47
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(Lw) 37 kA TN~ A F B R

A+ 3% 1 Cx3HasNOyp 5 &+ & 16317 5 %3 8L 1 208-210°C 5 v ¢ 45 %

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

NNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNN

——
e
—_—
—
——
—
-
e
M
—
R
R
—
T ——
=

=
——
Se——

N |MJULMLA

T T T T T T T T
8 7 6 5 4 3 2 1 ppm
- B - v o i o e w
2.0 1 1. 02 4 I)ﬂ. 08 5 02 1211 2.893.00 3.04
.06 ns 050-90 11198 1.17

Bl-- 7 ~ %75 g4k 1 '"HNMR B:#(CDCl)
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(+ =) #75 &4k PC NMR B3

Mesaconitine_CDC13_600 2022/03/15 (YHC14-46-1)
/+NH3

——172.453
—_166.107
_—133.306
129,773
129.612
128,662

/=

21.437

120

5’.% EE%

She

(+ ~) %75 55k 51 ESI-MS %

YHC14-46-5 #221 RT: 2.14 AV: 1 NL: 1.10E7
T: FTMS + p ESI Full ms [100.0000-1000.0000]

il

1 15C NMR B (CDCl)

ppm

632.3069

100
957

o
[4]

Lo e e

50

Relative Abundance
BN

o O
[ENRENNRTNANAT]

w
o
Ll

w
o
L

NN
o »
Ll

1564

580.9675 604.3121 610.9772
. | |

617.0108

[M+H]"

634.3126
654.2889

] | 662.9669 678.9653 699.9636

580

R S L S

590 600 610 620 630

Bt - -~ %‘r,%

AR e L S L M B e U

[T |’}
640 650
mlz

#F # 7 ESI-MS [B:#

B ) e ) L L L L L L L L Ll e L B M ut ua e e e

660 680 690 700
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(+4 ) #75 egdk H FTIR B %

%Transmittance

804
757
70
657

207

3508.30

3085.79
2996.84
293754 _
2880.71
2816.47
2772.00
1714.48

49,
590.25

887 89911
797.80 768 15 I oS
65202 g19.90

938.84
684.15
530.95

476.60

721.21

4000 3500

3000 2500 2000
Wavenumbers (em-1)

1500 1000 500

(=

AU

Bl ~ > 375 e O FTIR Bl

+ ) #7§ UV Bl

22.078 Peak 1

0.060:

231.9

232 nm

T
220.00

T T T T T
240.00 260.00 280.00 300.00 320.00
nm

Bl 4 ~ 75 iUV R
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- ) B EHKkE AR E R

24 TG R AT =4 (CDChL)

position oH (600 MHz) dc (150 MHz)
1 3.09 (dd, 9.0, 6.6) 82.4
2 2.10-2.15 (m), 2.27-2.30 (m) 34.1
3 3.74 (d, 4.8) 71.3
4 - 43.5
5 2.04 (d, 6.6) 46.6
6 4.02 (d, 6.6) 83.2
7 2.86 (s) 43.7
8 - 91.9
9 2.88-2.90 (m) 44.3
10 2.09-2.11 (m) 40.8
11 - 50.0
12 2.09-2.12 (m), 2.80-2.84 (m) 35.9
13 - 74.0
14 4.85 (d, 6.6) 78.9
15 3.31(d, 5.4) 90.0
16 4.45 (dd, 5.4, 3.0) 78.9
17 2.35(d, 11.4), 2.76 (d, 11.4) 49.5
18 3.54 (d, 9.0), 3.62 (d, 9.0) 76.4
19 3.04 (s) 62.2
1 - 172.5
2' 1.36 () 21.4
1’ - 166.1
2" - 129.8
3,77 8.01 (dd, 8.4, 1.2) 129.6
4" 6” 7.44 (t, 8.4) 128.7
5 7.54-7.57 (m) 133.3
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N-CHs 2.32 ()

1-OCHs 3.27 (s)
6-OCHs 3.14 (s)
15-OCHs 3.72(s)
16-OH 4.33 (d, 3.0)
18-OCHs 3.28 (s)

42.4
56.4
57.9
61.1

59.1

4(Multiplicity, J in Hz) in ppm.
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DS GRS ARG
&3 38 T CuHgNOn 5 2+ 8 1 645.7 5 3 8 1 204-206°C 5 v ¢ 55 %

Stz f ke

(= -+ ) § &k 'HNMR B3

Aconitine_CDC13_600 2022,/03/15 (YHC14-44-1)
#+HR3

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm -
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm ~
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm o

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

Sy \\ \&\\\k\%#) |7

1.092
1.080
1.068

! J MJJHJHM/J/ f

l d | _ N mdh¢w;@mguw

T
8 7 6 5 4 3 2 1 ppm
B e w e Lt L L L L i oo
1.96 2.01 1005 1708 4.0 1.126.08,08 1,08 3.05  1.10 3.04
1.00 1.02 L.01 0.9 1.13 1.1€.02 2.02.99 3.08 3.01

Bl= - ~ 5 &k 0 'H NMR B]:#(CDCl)
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= L3 ) B Edk e °C NMR Bl

Aconitine_CDC13_600 2022/03/15 (YHC14-44-1)
7+NHZ

I NN Y NN |
' ! l I
| 1l H ]
| l Il | | i |
T T T T T T T LI | T T T LA T
160 140 1zo0 100 80 60 40 20 ppm
Bl- L — - & &k 3C NMR H2# (CDCl)
=+ ) B Edk H ESI-MS Bl#
D:\Xcalibur\..\2022\YHC14-44-5 04/01/22 10:55:48
YHC14-44-5 #213 RT: 2.07 AV: 1 NL: 3.83E6
T: FTMS + p ES| Full ms [100.0000-1000.0000]
10 646.3223
+
o [M+H]
9
85
80
75
70
65
8 s0
©
T 55
3
2 50
2 45
&
2 40 647.3256
35
30
25
20
15
10 564.9713 580.9662 594.9828 §10.9780 648.3276
5 613.3187  641.3487 668.3052 678.9670 708.9767 731.9476
oL all ) I 1] ] |1 | L1
T T T T T T T T T T T T T T T T T ! T T T T T T T | T T T l T T T | T 1
560 580 600 620 640 660 680 700 720 740
m/z

Bl- - - & #fdk 0 ESI-MS Bl:#
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(= +-) 5w FTIR Blz#

80;
759
70
65
607
55
50]
45
407
35
304
251

%Transmittance

20

15

3500.89

1605.77

2198.76

2940.01"
2883.18
2823.88

1721.89

1583.53

1497.05

1405.63

1459.99
1324.09

1380.92

1274.67

1237.61

1022.65

1096.77

69156
654

716.27

558.13
523.54479 07

4000

3560

3000 2500 2000 1500

Wavenumbers (cm-1)

1000

500

Bl=-+t= - g Epdk 0 FTIR Bl

(= +~) Bepdken UV Bl

27.126 Peak 2

,

0.20]

0.18]

0.16]

0.14-]

230.7

231 nm

T T T T T
240.00 260.00 280.00 300.00 320.00

Bl= + 2~ § i UV Bl
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(Z+4) Bepdheend ~-RACEH

£ L~ B Eagend - ALY B 28 (CDCl)?

position oH (600 MHz) dc (150 MHz)
1 3.11 (dd, 7.8, 6.0) 82.3
2 1.97-2.00 (m), 2.35-2.40 (m) 33.6
3 3.75 (dd, 9.6, 4.8) 715
4 - 43.1
5 2.07-2.10 (m) 46.8
6 4.02 (d, 6.6) 83.4
7 2.82 (s) 44.7
8 - 92.0
9 2.86-2.89 (m) 44.2
10 2.09-2.11 (m) 40.9
11 - 50.0
12 2.08-2.15 (M), 2.68-2.74 (m) 35.8
13 - 74.0
14 4.86 (d, 5.4) 78.8*
15 3.32(d, 5.4) 90.0
16 4.45 (dd, 5.4, 2.4) 78.9*
17 2.32-2.37 (M), 2.86-2.89 (M) 47.0
18 3.48 (d, 9.0), 3.61 (d, 9.0) 76.8
19 3.00 (s) 61.0
1 - 172.4
2' 1.37 (5) 21.4
1’ - 166.1
2" - 129.8
3,77 8.01 (dd, 7.8, 1.2) 129.6
4" 6” 7.44 (t, 8.4) 128.7
5 7.54-7.57 (m) 133.3
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N-CH>CH3s
N-CH2CHs
1-OCHs
6-OCHjs
15-OCHzs
16-OH
18-OCHs

2.35-2.40 (M), 2.68-2.74 (m)
1.08 (s)

3.25 ()

3.15 ()

3.73 (s)

4.37 (d, 2.4)

3.28 (s)

48.9
13.3
55.9
58.0
61.1

59.1

4(Multiplicity, J in Hz) in ppm.
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A+ 58 1 C33HasNOyo 5 2+ & 1 615.7 5 %3 8L 1 198-200°C ; & & 45 % o

Z o) %

=L =) =% g ek o 'HNMR Bl
Hypaconitine_CDC13_600 2022/03/11 (YHC14-45-1) ’

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
wwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwwww
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
hhhhhhhhhh

T T T 1
8 7 13 5 4 3 4 1 ppm
w iy be g L R e marnd C
1.96 2.02 0.99 1.072.30  1.12. 0.89 1.121.07 3
1.00 1.00 0.98 0.89 1.02 5.32.0@.32 3.793.04 2.22
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(=L =) =% 5 sak 0 °C NMR Bl

Hypaconitine_CDC13_600 2022,/03/11 (YHC14-45-1)

172.422
129,865
612

—-186.130
_,—183.229
129
~128.623
—26.404
——21.414

£

i S 1 [ T

160 140 120 100 ppm

~

W=+ ~ = 5k < PC NMR B3 (CDCL)

(=L w) = g 54 5 ESI-MS Bz

D:\Xealibur\.. \2022\YHC 14-45-5 04/01/22 11:03:13

YHC14455#379 RT: 368 AV: 1 NL: 5,01E6
T: FTMS + p ESI Full ms [100.0000-1000.0000]
100 616.3120

[M+H]"

903
85

Relative Abundance
(%))
o
1l

105 5129803 618.3179

3 580.9667  610.9778
53 525'f675 557.2048 5712739 | 504.9842 ‘ 619.3223 648.9521  676.9009 692.9842
G; ‘lf‘h Jlm T Ihll T I‘ T I\‘[\I T ‘I T I| T T T T T T Il T T JI T T L T ‘I T \‘ | T T T T T T T T T T I T 1

T T
500 520 540 560 580 600 620 640 660 680 700 720 740
m/z

Bl- = ~ =5 Fpdk 0 ESI-MS B 3%

| |1 Il
T T
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(=2+37) &5 ek FTIR Bl

35

30

1583.53

25

20

1600.82

%Trar

w
1

277447

3503.36
2932.60
1726.84
1712.01
1459.99

681.67

711.32

528.48
451.89

639.67

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

1000

500

Bl= -+ ~ =g e sk 0 FTIR B3

(=Z+2) % g ek UV Bl

29.411 Peak 3
0.20- 230.7

231 nm

0.14]
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T T T T T T T
220.00 240.00 260.00 280.00 300.00 320.00 340.00
nm

Bl-+4 ~=x§ sk UV B
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Zt ) X BEHE R EEH

Fb o b FaReE B8 48 (CDCL)

position oH (600 MHz) dc (150 MHz)
1 3.02 (dd, 10.2, 6.6) 85.1
2 1.95-1.99 (m), 2.19-2.26 (m) 26.4
3 1.61-1.63 (m) 34.3
4 - 39.3
5 2.07 (d, 6.6) 48.2
6 3.96 (d, 6.6) 83.2
7 2.87 (s) 43.9
8 - 92.0
9 2.89-2.92 (m) 44.6
10 2.10-2.15 (m) 41.1
11 - 49.9
12 2.10-2.15 (m), 2.89-2.92 (m) 36.3
13 - 74.1
14 4.86 (d, 4.8) 79.0
15 3.31(d, 5.4) 90.2
16 4.45 (dd, 5.4, 3.0) 78.9
17 2.34 (d, 11.4), 2.53 (d, 11.4) 56.0
18 3.09 (d, 7.4), 3.60 (d, 7.4) 80.2
19 3.06 (s) 62.2
1 - 172.4
2' 1.36 () 21.4
1’ - 166.1
2" - 129.9
37 8.01-8.02 (m) 129.6
4".6” 7.43 (t, 7.8) 128.6
5 7.54-7.56 (m) 133.2
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N-CHs 2.32 ()

1-OCHs 3.26 ()
6-OCHs 3.14 (s)
15-OCHs 3.71 (s)
16-OH 4.33 (d, 3.0)
18-OCHs 3.26 ()

42.6
56.6
58.0
61.0

59.1

4(Multiplicity, J in Hz) in ppm.
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(=)
(=)
(z)

3§ TLC

: ACONITI KUSNEZOFFII RADIX
: Kusnezoff Monkshood Root

e AR

R
ko
B A

® # Ranunculaceae {£ 47 #* § £f Aconitum kusnezoffii Rchb.2 5z

[P 02 1] (4L %7 £24 % v 5K 2021)

— Bk gk k 2.0 g0 4 g 3R 2 mL BRI > dee @20
mL>&FAFRFT 304 48 Bk miREic AEN- 2"
W 1mL #2313 Tafe&BiR -

(5520 2] B4 (¢ &4 axfrRHF2 2020)

— B A A 2.0g 0 v g 3R 2mLBIRE 0 4v e BE20
mL> &FART 30445 Bip > iREic RANER
& "% D)R&ARImLREZ B2 Titks

¥

BIR e
FB2 2 3] (A BT BEHEES - p)
—ermtn * 2.0 g 4 9.1%(WV)E i3 2 » fre ml

20mL > 4 F > B kip P A2 AR 30 A4 j/}fl R
AicomAh R pmie e (1 1)RE37% 1mL 2 2
BE TR R&EBIR

[F2224)(p FR#)Y

— A&k 20g 4rg FiR 2mL BRGS0 e BB
o Fre fy(1:1)® 274 7% 20 mL » 425 4R 30 A 48 0 i
e IR AEGC RIARN TR Il mL @23 f% 0 FERSR
i e

B~ B Ef 4k (Aconitine) ~ =% § £ & (Hypaconitine) ~ #7 % Ef &k
(Mesaconitine) 4 R -2 &> 4 P 2 & 1 mL & 3 1.0
mg AR 0 TF L RARE AR o

HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm x 10 cm
[EEA1Y(E 5 FL 52 R2021) (¢ F4 3 24rK
Zg 2020)

— eI g PR (64:3.6:1) 5 & F 44020
R

[Em# 2] (447 FHEEs-»)

— D el TR (64:68:1) & & F 4410
Ak o
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#o
B
¢ &t AR

||

BEERA3)] B4 (L8Y 22 %2 K 2021) vV

— ek TR O (6141 1) 4 FF 0204
4 o

10ecm X 10 cm ~ 20 cm X 10 cm

ERREATG IS5, P FER > BEREHR 8cm o
1k it 44 3R 0% (Dragendorff Reagent)fe & A fik 4h—2 fig 38
7% (NaNO-EtOH TS)¥f F {4 > Brdc > B30 7 Lk T R4k o
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I FREEZ ERRR
F % p ¥ 111/05/03

0 %H% & (RH) : 68%

B B (RT) : 22.3°C
[Ema3)] B4 (£4° FL 52 R2021)—r 2 fefig: "/ (6:
4:1) & EF A0 20 A4 o

—HPTLC # 1+ bodm it o fy Al e dh—2 PR A4 167 2 ki

Mgl - L1PE i
1 5 ER #% (1.0 mg/mL) 5uL
2 = & #p 4% (1.0 mg/mL) 5uL
3 75 Ep 4k (1.0 mg/mL) 5ulL
4516 Wi 10 [E5- 2 1] 2.5 84l
7829 ¥oair 10 [352 2 2] 2>5>8uL
1001112 | # &3k 10 [552 3] 2:5:8uL
13214015 | # 5Bk 10 [55 2 4] 2:5:8uL

FiE e AXEY o PV AR ISk Gk ATE Ak 0 T2 1R
ZF P ERGY oY [FB 02 4])
RBLIE D BERe Syl T S EEe Sl AT SuL > wEB R [
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BB ARER

F 2% p ¥ 111/05/03

1045 & (RH) © 68%

8 A (RT) : 22.3°C
[E A 1](4E%Y FL 5w m2021) (¢ F4 3£ fo@EL 2020) —1 2
o e iyt PR (64:3.601) % FF A fo20 A4k o
[55~= 2 4) (p B2 )—HPTLC & i* 449 32 fo iy Al fadph—o feifin B d
BT Rk R (8 Tk ReE 3 021~ =t 4 T dk R 3 0.50 ~ #7 4 Fdk Ry E %
0.14)

[ER#2J(H k" EFHEES - )—r 2o e fip: " (64:68:
1)9.1%4% % # 440 10 4 48 -

[ 5522 4] (p 7B % )—HPTLC # f* 4o 32 oIy #l fadp—2 Fidin B 4
BT Rk (EEEdk RAES 0705 5idk RyiE S 085 375 sk Ry iE 5
0.54)
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[Ema3) i (4% L 52 m2021)—r e e e fig: " @ (6:
4:1) FEFHEIT20 240

(575702 4] (0 7 % 5 —HPTLC & 1t 4049 38 fo I AVl gp—2 3 BF 4
v Lkt (B ek Ry S 030 = 8 5idk ReE 5 0.62~ 375 5 dk Ry & 5
0.20) v

1 : Blank 41 FTE F A
2§ i 506 fw&i%R 10

(98]
1
T
e
M

7 : Spike

ERAW A [FE 2 4] N AR RV AL ek 0 X f Ak
dg 0 HY [ERAI]RERY > cedr* [ERFA 3]

b QS
T
)
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T~ RBEDNER
F 5% p ¥ 111/05/03
ip 4R AR (RH) © 68%
£ B (RT) : 22.3°C

[Ema3) g4 (287 22 52 K2021) — & %

4:1) £ EF 020 A4
(55~ % 4)(§ i # 5 )—HPTLC ¥
PR Sl

[55 2 4)(A 7 ® % )—HPTLC i
Nk gosr R F A (T A o
LR A BT oAk

Blank 41 ATE PR 4k
5 EP & 556
31X g Epdk 7 : Spike

kg HE2 iE A o

LR T (6

[55- 2 4] (p 7 B %)—HPTLC %
b £ (254 nm)#

[55-2 4]) (p 7 B %)—HPTLC #
(RN i P R i o LN 5= i )
d sV Lk IV

_________ LI —
Ay
- - = -
- - =
-
--------------- psm o
1 253 SR G .

Dol g R e DAL - FRRRIR RS B Rkde 0 BT



I NPT EHESRE
F = p 8 111/05/03

A% R (RH) @ 68%

& B (RT) :22.3°C
[Ema 3] & (47 £L 525k 2021) —=
(6:4:1) § F5 #4020 Adho
[55~= 72 4) (p 7 B3 )—HPTLC & i 449 32 fo Iy A padp—2 R0 i
Jiav Rk

[

e i T

1 |Blank 7.8 |53 2 (NDA)

2 % £ 4w (1.0 mg/mL) 9-10 |t &% % 3 (NDB)

3 = & % % (1.0 mg/mL) 1112 | ¥ &% i® 4 (NF1)

4 | 374 k(1.0 mg/ml) 135 14 | &% 5 (ND)
5.6 | #&ipir 1 (ND) 15 | Spike (# &3 % 10)
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[Ema3) i (4% L 52 m2021)—r e e e fig: " @ (6:

4:1) § 5§ 40020 A b e

[55= 2 4] (f 7B % )—HPTLC & 1 4040 32 % fo &/ fdh—o 538 in BE 4

fe ¥ Rk

1 Blank 78 &%k T (CA2)

2 & ER & (1.0 mg/mL) 910 |t &% % 8(SGB)

3 | = 4 F#(1.0 mg/mL) 11512 | &% i% 9 (SUA)

4 #7 5 Ep dk (1.0 mg/mL) 1314 | ¥ &% % 10 (SUC)
5.6 | s iw 6 (CAl) 15 | Spike (# &2 i% 10)

ek o [0 2 4) 2 [BRAIS) SN BAA e g g =
5 G R OATS Sk otk B gk R A g o RS 1

LT AR o
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