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SRAE P 2 I(L H)(2019) 0 H24 ¢ %ﬂ“ﬁ%’;ﬂ@ﬁf" A A AT
Mo 47 F o

BEAH s P 2 I(A %h)(2009)0 ¢ ESLd BlEe A0S L Ed E Y fpgggi B¢
218 F o

FFTR(1987) 0 Tk A X P RBHE PP o prEd B 0534538 F o
PATR(1978) o ¥ R E o fxEF B 2 202~203 F o
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MRS = o A8 A EFHUERHIFLE Y FEEIN26029F -
T EITEQ001) 374 BE S - K ot p oV E 1 ¥ A 0 536~538 F o
Ptk s A Ff (2 )(2013) @ F 4 7 %%3%15;’,’;’0 R UNE LI -
ARIE AL F I RAL 0 340~341 | o

R pZEL LR €(2020) ¢ &4 AR foRFL 2020 5% 0o o3 1 ¥ g]%g
L dUERAL 2 200~201

PR S BUL (L $)(2016) o ¢ FRIHCHE TR o dmiE LR BT TRAL o
128~129 § -

3 RF (L %)(1993) o ¥ EE T F o § BN RA 2 4647 T -
oA (A S)(1995) o ¢ Eifr g Y 2 F o i E FLEH T RAL 0 35~37
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%3+ HPLC

- e
PER YR AL P BRI EHE 10 -

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.) ; & 47 ¢ 1L
Agilent poroshell 120 EC-C18 Column (100 x 3.0 mm, 2.7 pm)

ECREBRFEE R IR

(=) 34
o 9 (99.9%)BEf S A BRGNP 5 o FBEA Y Merck ; & i
(25%)pp >t Merck -

=) HEE

&R F T OREAT B ER R 4 (Benzoylmesaconine) ~ ¥ T fig 5 PR R 4k
(Benzoylaconine) ~ ¥ ? fg=X & £f R %k (Benzoylhypaconine) ~ #7 & Ff 4k
(Mesaconitine) ~ 5 #g4&(Aconitine) £ =% & g dk(Hypaconitine)pp >+ 4 L 4 F
FERFF AT 0 BRE Y 98% o

=~ 3
(- ) EBigis
Bok ks AGE ¥ 20 5Lé ) rfEP-20g 0 B SOmL e g o F
ot » S%E iR 3L B R e e (1T DR £k 4S L &
F A PRI ERIE(# F 300 W o 4 F 40 kHz) 30 4~ 48 > #.< 10 4 48(% 4000
x @) 1 No.l i B ﬁﬁ;%WHigaﬁﬁ’ﬁﬂﬁ@'bﬁ
e ha(1: 1)RERRIZA > 2 40°CH T RBRENED 500 4 0.01% Bk
UOARARAE M~ SmL 3 £5L7 0 # 3 £ i p(Syringe filter, PTFE 0.22
pm) > P~ i W o

(z) =i
dO BRI Rl S EHE R S B FBEE



(=) #HRiEERi3R

1.

AR 5 E Y ARATE TR 4.0mg o e 10mL £10.01% BAL T fEi
AW E ImL 3 ¥ 7 RiTE B Rk 400 pg e 8 R B A R > 72 0.01%
BmpL" ﬁ%ié‘?&ﬁ"ﬁi 10 pg/mL % = ¥+ P53 273 7% o

PR R RS S Rak 4.0mg 0 4o 10mL £00.01% LT AR R

B A5 | mL 57 A 5k 400 ng S SEEE R 0 0L 0.01%®
ﬁ»’r“h v R R ﬁrif?i 10 pg/mL % = 44 R R 0% % o

FEAP AR 5% 0 Fp £ 5 Rk 4.0mg > e 10mL 00.01% BT 3
/&@lﬁk—‘* ImL 7z ¥ 7 fg=x § 2 fudk 400 pg &8 S5 & 73 % 0 1 0.01%
WAL PR R AL 10 pgmL B+ HREF SRR

W FE PR S ATE Bk 10mg 0 4 10mL 1 0.01% BpET mia el s

I mL # A74 5k 1000 pg ik S48 % 3% 0 200 0.01%BPL T BFi3 i AF
1 5.0 pg/mL @ = $ AR 503 R o

B R B EE 7.2 mg > 4 10mL 90.01% WA fA R E S E

mL 7 §Efdk 720 pg iR B B REH AR > 02 0.01% BT B35 R ﬁf-‘%i
5.0 ng/mL @ = $ PR 505 0% o

| FEATRIE 5% 6 FHs 6.0 mg o 4c 10 mL 1 0.01% ML Y R i Al A

% 1 mL % = § 55k 600 png & SRk F A o £ 0.01%BAL T fRi3 R
AL 5.0 pg/mL L HRIEE SRR -

(E)%r‘:«iﬁﬁ‘é

S A (B % 20 BLE )RR 20g0 B SOmL g g P o

Fiber 25%4 g 3mLArB A e pee (1 DR &R 4S5 mL o A2

3 kR I AT (34 & 300 W o 4 40 kHz) 30 A 48 > 3 10 A 48(4 4000

x g)» " No.l g /g » P~imig# > 50 mL ;’E‘_piﬂ b B RE

e fia(l: )R ERFIHAE » 40°CHLT ,)g\‘@,;gé{ﬁj_ 550 40 0.01% ®pk

URRIARIGFE B~ SmL F #3570 3£ 3 £ i /g(Syringe filter, PTFE 0.22
um) » Bk T o

N

iRl

&

G B pr s B R AR A R R &% 0% 10 ul o 2 ~ HPLC B 2>
AR R E AR FUARATE SR ek~ F U RS B bk F T IR B
W~ ATE ERdk - B FRMG BTN L B Ak £ 0 TiE o

£ AR

CAEFE P F Y OARRATE B RAG TR 05 A R i € (400 pg/mL) 0 1 0.01%

OER AR A FOF T ARATS FURAEA B 5 200100250420+ 10+5.0 pg/mL
SR SRR o 1 b AR & B~ 10 Ul A )i » HPLC & {7 28 A4 45 » 1 *
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5.

TRl w2 % G i (y ) etk 2 kR ) TRl fF & KT €
M2 fe y=ax+bip b A # R

B FEe B RV ARG B Rk SL6E A e iE £ (400 pg/mL) 0 2 0.01% B pL

AR R AR 7 F T AR SREEA B 5 200 ~ 100 ~ 50 ~ 20 ~ 10 ~ 5.0 pg/mL
Sl i SRR o 1L b AR £ B~ 10Ul A Wi » HPLC &7 28 4 45 » 1 *
TRl w2 % G R (y ) etk 2 kR ) TRl fF & KT €
RNz S fe N y=ax+biphl A# R

o BEFEe B F Y ARt § BR e iR 558 & R if £ (400 pg/mL) 0 2 0.01% % e

PR R S 7 R AR § E Ruke S 5 200~ 100~ 50 ~20 ~ 10 ~ 5.0 pg/mL
SR i 2R R o 1 b AR & B~ 10 Ul A Wi ~ HPLC & (7 28 A 45 > J1*
Rt 2 o & A (y dh)foth B2 R R (x ph)iE Ty o 2 RiF R E
Mz Az y=ax+b 2 iph ¥ R?-

B RESBPRT S B AR SR i R i £ (1000 pg/mL) > 12 0.01% B L T R

AT A §ATE FHEA 915 100~ 50~ 25 2 10 ~ 5.0 ~ 2.0 pg/mL iR 53
ot b ak £ B 10Ul A Wi » HPLC &7 & &4 47 1 &8 &2 1
G AR (y P Trtf 2 Ok R (x )& TR Y o O R e £ R 2 ARt
y=ax+b g 48 R%-

M FESR B f E G R E Sk % i B (720 pg/mL) o 12 0.01% B L T fRiA R

R F 6 ik A N5 10050 ~25~ 10~ 5.0 ~ 2.0 pg/mL ciff i 205 % o
Y1 F AR &P 10 pL 4 Bt~ HPLC 27 28 A 47 0 1% 1R 5.2 %
o FF(y $h)foim 2 520 0k & (x $h)iE (7 SUEAL A FERERZ G A2y
—ax+b &gk AH R

L FER P § SR IR OE S i 2600 pg/mL) 0 4 0.01% R kT R

AT § G FakA M5 100~ 50 ~ 25~ 10 ~ 5.0 ~ 2.0 pg/mL R 23R
oot bR £ B~ 10 uL A B2 » HPLC &7 28 A 47 J1* 518 2.2 3
ARy f)foiR 2 kR (x )i TR fF o X R E R R M2 S A2
y=ax+b g b 48 R?-

L LE T ARRTE ERakE B 5 10 ng/mL 2 % BRI 5 el e R 5 440 1

F U FRATS R G E o ff 5 AptR o ROAPEHREZ -

CUFU R Rk ER 5 10pg/mL 2 HRERE SRR ek S 4

TS B Rk R 6 A S gtk o R APEREE L o

CUFP AR B RakE R 5 10 ug/mL 2 BRI R e e S 4
F 9 AET B el G ff G At RO EHREZL -

L MIATE ERAEER B 5.0 ug/mL 2o H R R ik iR 5 45 AT E B

W P G A R At RO R L
15 ek ER G 5.0 ug/mL 2 AR SR e il AR 5 4 10§ B ek D
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(1)

(+) 3

TEEE FECE ARSI

LA Rk R 5 S.0pg/mL 2 HRARE AR BFEERS S A E

WL E B S AR IR SHRE £ -

£ A AR TN R

CEAE B - BT EHE R 4 EHREBRUE S R T

WHES P B Sp ik o IR L F Y ERITE B Rk - F U RS EF
Fdk ¥R G SRR TS MG S R K S kg R(%) 5 ik
RN AREARE L o

DRI IR LI ER LA R EH R SRR EE S AR

W E R SRR A wj" 0~2~4~8-24 | Frigfeipl 3> M ¥ 7 Aa3TE
kG FUMREEERAG ~ FU MR B ER MR~ ATE FRdR - § FRAR T G B G
m%&ﬁﬁ%’$mWﬁ%$é°

R TR R

. 1% *Y(Limit of Detection, LOD) @ #-2 fvik & 2 58 573 i 7 874+ -

FolAEEETOt L 23 F2ER 0 TE MBERIGIE -
#_¥ 1&'Y(Limit of Quantification, LOQ) : #-2¢ sk & 2 ’fﬂ—%w‘iﬁ it ETHE
ot S =210 pF kR 0 1L T ERUGIE o

LB SR GRATS SR S B AT EHB A S B0 F B RERAERY 10g

A WA~ B EERTE B kR 02 mg o T AR SR R WE R R TR o

LB ¥ RATRIEF BAIRB RS F R EEERY 10g A6

dexder 1mL 0¥ g g higi2 (30 ug/mLl) » ¥ Fde SR WE 2
e (EP L o

LB ¥R SSRGS B T EHR A S B F B RS 10g

b 1 mL ST R f SRR % (30 pg/mL) R iR i LA
i 4 iR

LB AT ERMG 7 RO B R S o & AP 1.0g0 A Y4

» AT E FRdw 0.2 mg > T’ﬁ*ﬁwzﬁzﬁ’@i"ﬁ IPES S e

.Bxbf\_"%\%?%g mkl—]»—d-‘},,%slp »41},&F$ﬁ_3’»]10g’&\ 1411)‘4\:

*~ 1 mL e EEagi3 % (50 ng/mL) » 3 F4k 5-ia R W H = E B TRl o
B dvs fE A G ﬁméﬁﬁ%%Sv’41$ﬁ#%ﬂ109* B e
B R 02 mg 0 TR SRR WA S 2R TR
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(+ - ) 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) -

(H=) A&7 s 8 LRl

Pe 10 47 BpF EH RSB RAA 2 WA RERR P 10
UL 4 3 443 » HPLC #7118 T 3o 4 6 ff R 'ér [ 2N B R 557 ik
AT5 ERRUE S U RS SR F U R G SR ATS FRAR ~ 6 FMR T 4

Sk F A R -

(+=) '3 # &2 UPLC & {7i% 2

1. & 47 ¢ © 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
5.4>% 1L
6. # & 4p :
P ¥ (min) 2 % (%) 0.2%¢ Fa(% 25%% 3#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~ 10mL % 5% (25%)
(pH .4 10.02) -
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7 2%
(=) 2 557 FATS SRE ~ F7 RS TR ¥ 7 b & TR~ ATS T
BERAR N B FRARATS BRdk - B FRdk 2 = B FRak 2 HPLC & 47

WE G PER 8.61~10.6~ 11.8 ~22.1 ~27.1 ¥2 29.2 & 45 s> B BT F
PHEATE R kk ~ FUMREEE Rk - FU MK B EE Ak~ ATE Bidk ~ B E %b:
=G e iR L (B]- ) -

F 7 fES R Rk 76 5 Ep
1 -‘{9 ﬁ*‘h ‘%‘E’ ﬁ*— / 5 PT"%
2= RTE PR k& X 5 Bf

=X B ER R sk
/

Bl— ~ FUMATEEE b ~ F 7 BB PR b - F U R B BE bk ~ AT S PRk o
& FRAKE 0 5 FR Ak 1R 503 %k 22 HPLC & 47 B

(=) &rf+ 4 &2 HPLC & 47
*“%?Bﬂfﬁ“ 8.87 ~ 11.0 ~ 122~ 21.9 ~ 27.1 ¥ 29.5 & &b i | B 77
—?ﬁ’]‘ifﬁr‘r’ ﬁﬂzﬁﬁ'% FF'}‘—?%E ER ﬁﬁ*—‘%ﬁﬁb—?% ¥w ﬁﬁ’—’\%?ﬁ}%'%‘ﬁr,g
iR~ 5 wﬁé*u%w%,ﬁ%(@ )
FOARATE R A B (R) S 327 EFF (D)5 118 ¥ 9 il 5
WA WA R)E 7020 HEFF (NS 119 ¥ [k b5 hskAh I (R) %
3.09 4 & F13 ()5 1.20557 5 e dk » 3 (R) % 2.56°% & 513 (1) 5 1.03;
BERA MBI (R)E 1.63H EF3 (N5 1195 & sk A 33 (R) 5 7.92>
#EFF(T)5 1.09 -

c? -“‘;E‘B ‘EL'— > 5 =
rom AT Sk
o %5?‘}:\?%

ERRS %q’%ﬁ

< & B i

R T

5 dk \' F7 e EEdE = 8 F e

oo slo 1000 1500 000 2500 3000 3500 4000 45700
Mirres

Bl= % &34 &2 HPLC % 47 B
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#- ~F" ﬁ*%&%v;@iﬁ\“Bﬁia%ﬁﬁﬁé%‘”Hﬁg:i.%ﬁﬁﬁé%\%%fﬁénéfﬁ
TN AR RS i A B

FUMATE R ek | FUPRS EE Rk | F U feT § B Rk
LB 3.27 7.12 3.09
# B T+ 1.18 1.19 1.20
ATE Epi 5 PP = § Ephw
2k 2.56 1.63 7.92
¥ k¥ 1.03 1.19 1.09

(z) Fpeixe
SR BT 4 25%% @k 3mL fr R AR 0 2 B fa(l DR GBI G
B BPE TR 20 F T FRATE PR Rk ~ F T PR BR Rk ~ F U OFRK G SRRk~ AT
& TTH A S UL B g D o

o EO AT TR |F7 b TR |77 a5
e WikE e | RER R ;;iiém;fa
25%% ik 3mL - B 7 i -
o iR Sml 1R 447277 132718 64806
o pre fa(l: 1) &3 07
n %fr'% Eﬁiﬁ 1% EP‘% = :% EE%
e B A T ER B A
25%% ik 3mL AR 7 s -
ok Smb iR R 564230 156880 704019
Lo fn(l: 1R &

(z) ¥p=ik
)RR IR Rl T EFHE R Bk A o

14




(I ) RBESFURATEE ARG~ FU MRS Rde > 37 < S5 ik ~ A7 5

1L 572 FERFTRATEFRIROOF L b AT %E & fichF B E(y) T T
g E M 2N Ly =9215.7x — 4632.2 > R* = 0.9995 » & m k A & 5.0
200 pg/mL F LAF ens B R (B =) o

2000000 - n et R
1800000 - 7 AT S SR de
1600000 - Y =9215.7x - 4632.2
1400000 ~ R2=0.9995
s 1200000
= 1000000 |
w 800000 -
%, 600000 |
= 400000 -
200000 -
O ! | ) ‘
0 50 100 150 200
JE B (ug/mL)
W=~ %7 ARATS TR s £ AR

2. B3 FIREFTARS SR E P KT 6 ff chF B E(y)Hr P 3]0
BERS N L y=8127.8x + 31633 » R> = 0.9994 » & 7w kA& & 5.0-200
pug/mL F L4F B k(Ble ) o

1800000 ¥ 9 ma b FF Ak

1600000 =y — 8197 8x + 31633
1400000 R2= 0.9994
4 1200000 + '
= 1000000 |
w 800000
600000
~ 400000 -
200000 |
O L L L |

0 50 100 150 200
JE B (ug/mL)

Bl ~ %0 find 5 Rie2 1 £ SR

15



3 53 FERFYRSELFRROIE B ATIRE & ffDF BE(Y)TE T
gk AR AN L y=11274x-4063.6 » R?=0.9994 » & 7 jk & 7 5.0-200
pg/mL 3 24F A (BT -

2500000 .  F ¢ e & ER Rk
y = 11274x - 4063.6
2000000 | Rz 09994

¥ 1500000 r

g

wt 1000000 F
500000 r

O 1 1 1 |
0 50 100 150 200

JE B (ug/mL)

BT ~ 7[5 pf bk 6 & RE

4. B2 R ERATEEF#X)F L P AT E o FhFk BE(y)TEI DR ER
2 2% 5 y=11804x+7017.8 » R*=0.9996 » & 7% Jk A& 7 2.0-100 ng/mL 7}
LAF AR ()

1400000 - AT E Rk
1200000 -  y=11804x + 7017.8
1000000 |- R2=0.9996
% 800000 +
HE
& 600000
= 400000 |
200000 |-
0 L€ | | | | |
0 20 40 60 80 100

& B (ug/mL)

Bl= ~ A75 ER k2 £ AR

16



5.3 kB G FROS L PR TR B A hE i B (y) T 19 5] enth B A

A28 5 y=11213x+ 10065 » R*=0.9995 » &7 ik & % 2.0-100 pg/mL %

e (B - ) o

1200000
1000000

¥ 800000
;: 600000
= 400000
200000

0

5 Ik
~ y=11213x + 10065
: R2=0.9995

0 20 40 60 80 100
JE & (ug/mL)

Bl- ~ 5 FRdk 2 16 & SE

)

N

6. 5H kR G AL A TR E G PE R E(Y)TE R R E R

2 423% 5 y=10657x + 16801 » R*=0.9991 » &7 ik & % 2.0-100 ug/mL

2

F

2 4F R RE TR(B ) ©

1200000

1000000 -

. 800000
o

' 600000
i

= 400000

200000

0

- = 5 B

y = 10657x + 16801
R2=0.9991

0 20 40 60 80 100

17



=~ FURRATE B ke ~ F T RS R R ~ F T ARG ER ude ~ ATH e >

BERAk T B ERAk 2 B AR AR

R 5 JE B (ng/mL) MW fF 2 A2 R?
F U RATE 5 Rdk 5.0-200 y=9215.7x — 4632.2 0.9995
F 7 fS EE R 5.0-200 y=8127.8x + 31633 0.9994
F 7 PTG BR R 5.0-200 y = 11274x — 4063.6 0.9994
FT 5 FF 4k 2.0-100 y=11804x +7017.8 0.9996
& FF 4k 2.0-100 y=11213x + 10065 0.9995
= & FF 4k 2.0-100 y=10657x + 16801 0.9991
(=) # %R
Bk EMT 0 4] HPLC 2B i %A 24 > 7 AT F R
i~ F T RS SRR~ F T Rt 5 R RdG ~ ATE FRde  f BRdR 2 X 6 R e

(~)

BB 2 APFHEE £ A B 5 0.23%-0.19% 0.34%~0.56%~ 0.36% 0.55%
Bt fHAE Y R R o

L TR -F L ATAE T

A% ks 0 1% HPLC 2B i@ chd 4 2 ds » F9 fpsnh 5
dg > F U REL FERAG - F U R S B RR AT Fide ~ § Fde X B €
A AP SHEE X A U 5 2.45%3.07%~2.31%3.58% 2.00%£2 2.25%
Bt G R RPN o FU ARATS TR - F7 FRh TR U fisc § 57
Fdl ~ ATS ST~ B TGRS0 6 TS & 24 ) B AR R R RULAD MR R
£ Au 5 1.22% 1.98% ~ 1.62% ~ 1.97% ~ 1.68%22 1.29% » %t £ B | »
FOF BRI A4 PR R Bl LR

PR LS T RS

FUARATE FE A& MR T S 0.2 ug/mL(Bl4 ) TE TS 0.5 ug/mL
(BI-) o %7 fes Sp e W RIELS 0.5 pg/mL (B -) > LEH&5 1.0
pg/mL (B4 =) F7 ek g hag i pHELL 05 ugmL(Bl+=2) > 22 &
L5 1Opug/mL (Bl -+ 2w ) 375 Ffdk B RH&*TE 0.2 ug/mL (Bl -+ 1)
%' 5 1.0ug/mL(Bl+ =) 5 eFdk FR1E'TE 0.2 ug/mL (B -)
%5 0.5 pg/mL (B -+ ~)=% § epdk ¥ BIHRT S 0.5 ug/mL(Bl+ 1)
%L 5 2.0 ug/mL (Bl= L) o

z
z

("

bR A
L

b Z
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Fow o~ LI REAST

¥R 7R P F 7 RATE BE Rk F 7R R R
kB R.S.D. (%) kB R.S.D. (%)
H®mAE  (n=5) 10 pg/mL 0.23 10 ug/mL 0.19
L4 (035) | &3 (No.8) 2.45 1 %1% i (No.8) 3.07
T (075 | k&% % (No.8) 1.22 ¥ &% % (No.8) 1.98
R (n=1) 0.2 pg/mL - 0.5 pg/mL -
T E %' (n=1) 0.5 ug/mL - 1.0 pg/mL -
e R|IE P F 7 fEx § B R AT 5 FFdR
kR R.S.D. (%) kR R.S.D. (%)
HBRE (=5 10 pg/mL 0.34 5.0 pg/mL 0.56
A (=5 | #% &% RrNo.8 2.31 ¥ &% ik (No.8) 3.58
BT (=5 | & &% 7% ([No.8) 1.62 ¥ &% % (No.8) 1.97
&L (n=1) 0.5 ug/mL - 0.2 ng/mL -
TE &' (n=1) 1.0 ug/mL - 1.0 ng/mL -
W R|IE P 5 P 4 =X B FR ik
kR R.S.D. (%) kR R.S.D. (%)
#mAE (=5 |  5.0ugmL 0.36 5.0 pg/mL 0.55
A (0=5) | & &% 7% (No.8) 2.00 # &% % (No.8) 2.25
T (0=5) | & &% % (No.8) 1.68 ¥ &% % (No.8) 1.29
R (n=1) 0.2 pg/mL - 0.5 pg/mL -
TE &' (n=1) 0.5 ug/mL - 2.0 pg/mL -
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(1) i:]tﬁ?"ﬂfcf?"éﬁ%%

¥ RATS AT S0 e w e & 95.4% 0 EIRE R L L 2.61% (%
T) e FU RS FRIGT 0% v o 5 89.9%  Ap R L 5 2.87% (&
A ) F T PR G RART S5 e w e 5 914% AR R L 5 3.45% (4
S ) e ATE T I e w T F 5 93.4% AR B L L 2.42% (4 )
BT 0 e v e 2 OL6%APHHRE L 5 239% (R 1) = Fk
FR e w e S 5 910%  ApEHRRE R A S 2.11% (2 ) -

I~ KU RATE RS v
e BHAELE | 77 E |[rE | BEE | wiF | TiwicF |RSD.
(9) (mg) | (mg) | (mg) (%) (%) (%)
1 1.0 0.2041 0.2 0.3991 97.51
2 1.0 0.2041 0.2 0.3986 97.24
3 1.0 0.2041 | 0.2 0.3975 96.71 95.44 2.61
4 1.0 0.2041 | 0.2 0.3921 | 93.99
5 1.0 0.2041 0.2 0.3876 91.74
32 s KRS SR e v R
i EHAEE | 538 | B | REE | wicF | TimwfcF [RSD.
(9) (mg) | (mg) | (mg) (%) (%) (%)
1 1.0 0.0294 0.03 0.0576 93.97
2 1.0 0.0294 0.03 0.0567 90.88
3 1.0 0.0294 0.03 0.0562 89.24 89.99 2.87
4 1.0 0.0294 0.03 0.0560 88.58
5 1.0 0.0294 0.03 0.0556 87.26
%= F U RS G SRR S w
53 EHHE | FFE | E | BEE | wleF | TiwfcF RSD.
T () (mg) | (mg) | (mg) (%) (%) (%)
1 1.0 0.0279 0.03 0.0564 95.05
2 1.0 0.0279 0.03 0.0558 93.03
3 1.0 0.0279 0.03 0.0544 88.30 91.40 3.45
4 1.0 0.0279 0.03 0.0557 92.74
5 1.0 0.0279 0.03 0.0543 87.90
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BN ATS SR T

e [FUPHE| GFE |5 ® | MEE | wick | 2459 fcF |RSD.
) (mg) | (mg) | (mg) (%) (%) (%)
1 1.0 0.2056 0.2 0.3980 96.20
2 1.0 0.2056 0.2 0.3888 91.61
3 1.0 0.2056 0.2 0.3957 95.07 93.39 2.42
4 1.0 0.2056 0.2 0.3921 93.23
5 1.0 0.2056 0.2 0.3873 90.84
R L L
5t BHHFL| 7FE (x| BEE | wiF | TEwicF |RSD.
T (9 (mg) | (mg) | (mg) (%) (%) (%)
1 1.0 0.0447 0.05 0.0908 92.22
2 1.0 0.0447 0.05 0.0900 90.50
3 1.0 0.0447 0.05 0.0893 89.22 91.60 2.39
4 1.0 0.0447 0.05 0.0922 95.01
5 1.0 0.0447 | 0.05 | 0.0902 91.02
Fet N X E e AT TS
ot BHFL| 278 |28 | RIEE | vk | T ijzF |RSD.
T (9 (mg) | (mg) | (mg) (%) (%) (%)
1 1.0 0.2267 0.2 0.4063 89.80
2 1.0 0.2267 0.2 0.4101 91.69
3 1.0 0.2267 0.2 0.4067 89.98 91.02 2.11
4 1.0 0.2267 0.2 0.4149 94.09
5 1.0 0.2267 0.2 0.4057 89.52
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(+) %7 &

it 7 B Rl

10 3+ %4+ #4237 R TS % (F0% )0k +
e v;ll%vﬁégm" 25 0.011-0.024% - ¥ 7 figs 5 e z £
0.004% » ¥ 7 fig=x § ,pfwémA £ 4 0.001-0.004% > 375 Ff k& <1
0.009-0.043% > & FEdk =15 £ % 0.002-0.020% > = & F#kih s £
0.068% > ¥ 7 fATE EE bk~ F 7 IS EFRAEE F UM SR ek DR E £ 5
0.015-0.030% ; 375 FFdk ~ & FFab 27 = & S akchit 7 £ % 0.034-0.100% o
ERM S Bt 4 3 ARATS B e F U ARG SRR F U MR G B R

L

001-

A v
&

E Y
E &
0

19—

v
1

0.
3
0.

Wil R0 0.01%; #TG Fk  § FHS S f Tk g £ W
A28 0.02% _fw»:gwg*_ AERTE SRR E 35 B B 14T 5000 (F % &
5 21707) 0 7 FRE FREGAE 3 A i 5000 (5 11956) -

¥ e %ﬁ?}%ﬁ/ﬁt% L E R T 5000 (B E S 16582) 0 AT Eﬁﬁéiﬁi"ﬁ
L E R T 5000 (F M E S 72637) 0 & AR A E 2R B A 143 5000 (F

i 5 140491) 0 =t B ERdk A ME 2B A MY 5000 (F B 5 154515) -
o ART LIRS F T ARATS SRR ~ F T ARS SERARS ¥ 7 b § 5

SO i E ﬁ%vl%'ﬁéﬂb
11 FURBATRER | FUIREERR | F U R E ER PEATS 5.
&4t s m A A B hE 5 ER Rk F
Rigz £ L hiez & , .
(No.) ZEFRIER G R
(%) (%) (%)
(%)
1 (NF-1) 0.015 0.004 0.001 0.020
2 (CA) 0.015 0.001 0.002 0.018
3 (SAA) 0.013 0.001 0.002 0.016
4 (SGA) 0.014 0.001 0.001 0.016
5 (SGB) 0.015 0.001 0.002 0.018
6 (SUA) 0.016 0.003 0.004 0.023
7 (SUB) 0.013 0.001 0.001 0.015
8 (SUC) 0.024 0.003 0.003 0.030
9 (SU2A) 0.011 0.002 0.003 0.016
10 (NR) 0.014 0.001 0.002 0.017
TaE+S.D. | 0.015+0.003 | 0.002+0.001 | 0.002+0.001 0.019+0.005
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FLC BT LIRS ATE Bk~ § MR § kD £
4 g AT & PR o 5 B B Ep ok FTE ERdeT B Rkt
(No.) £ (%) z £(%) (%) |75 EHaREE 2(%)
1 (NF-1) 0.009 0.007 0.019 0.035
2 (CA) 0.011 0.002 0.021 0.034
3 (SAA) 0.015 0.003 0.024 0.042
4 (SGA) 0.042 0.010 0.041 0.093
5 (SGB) 0.043 0.011 0.041 0.095
6 (SUA) 0.015 0.004 0.027 0.046
7 (SUB) 0.012 0.020 0.068 0.100
8 (SUC) 0.023 0.005 0.027 0.055
9 (SU2A) 0.016 0.002 0.030 0.048
10 (NR) 0.043 0.010 0.039 0.092
T 35E+S.D. | 0.02840.015 | 0.006£0.004 | 0.034+0.014 0.064+0.027
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(- ) "+ &4 2 HPLC 4 & Bl o =

B 10447 85 e 5ip R & 10 L ek 0 i {7 HPLC 45 & B3 o
R

1. & +7 ¢ * Agilent ZORBAX Extend C18 Column (250 x 4.6 mm, 5 um)
2. #BIAE UV 235nm 3. s#i& ¢ 1.0 mL/min
4. FHER 135°C 5. 4~% 110puL
6. H#4p
% (min) z 3% (%) 0.2%z fa(z 25%% :#:%)(vIv, %)
0 24 76
5 31 69
20 45 95
40 78 22
50 100 0
1
ATH SR
it ey s ap a o o /
7 AEATS 5 R 5ER
S = 5 B b
ol F YRS B e /
//%*9 s gk
" WLL 10
| W%M
\
A‘ U"»wwuu&.;u““‘wf\wf\wj‘g/‘\_ﬁ\wA | \ Mg\
{
| |
\“ ‘ I |
ua&#‘ YRS N U S w\a/; N
— 4
i 3
2

[l
TTT ‘ TTT ‘ T ‘ TTT ‘ T ‘ TTT ‘ TTT ‘ T T ‘ TTT ‘ T ‘ TTT ‘ T ‘ TTT ‘ T T ‘ TTT ‘ TTT ‘ TTT ‘ TTT ‘ TTT ‘ TTT ‘ T ‘ TTT ‘ T
W W 40 60 80 B0 RO LY KO B0 DO 20 KO B0 BOON0 L0 M0 B0 RO L0 L0 40 L0 80 X
Vies
Bl=- -+ - ~10# 3 442 HPLC :}]E, X BlGE
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(+2) BFEEFORATEEE Rdk ~ F 7 fS EE ik ~ F 7 [k 5 EE ik ~ 775 B
% > 5 FRdw 27 =0 5 Fidg 2. UPLC & 49
TR 471 5537~574~946~10.7 22 112 5 s AE T F
T ERATE BERde ~ F 7 FRS ER R - F T OFRK B BF ke ATS FRdR ~ B EF
Mg RIS (RS o) e

DAD1 E, Sig=235 4 Ref=off (6671\6671(20220512)-ACONITINEND5120000012.0)
mAU

400 —

F 7 g B Rk .
5 Edw =0 g ER ek

" fibR & B Rk
\‘ / 378 S ik \,”/

: ?“ﬁ%gﬁﬁﬁ‘ﬁﬂ N ‘
mn—; \‘\ ‘ ‘ ‘| H
DE R S JQL _ 7J‘L ILJL_ o
;J R S Y T T T ™

Blo L= ~ FUGRITE EFndk ~ F 7 g 5F ik ~ F U iR 8RR Rk > AT S
ERdk ~ 5 FRdw Y =0 § PR e iR 503 ik 2 UPLC & 47 B

(L+=z) 4 g |‘]’—+’}ﬁpcv UPLC & 7
FERER 471 ~538-578~9.46~10.7 £2 11.2 » 45 > W 5
Kﬁ—?%ﬁr‘%“ F U REATS BE AR ~ F T PG B R BT RS B e AT
5 ERde ~ §FdR e T E Flaw (R =)o

DAD1 E, Sig=235,4 Ref=0ff (6671\6671(20220512)-ACONITINEWS120000018.D)

¥ 0 AERTS Rk % &
3[]0—_ %ﬁ—‘% _FTFIT% /

F 7 fS B e

5 : \ ¥0 gk f Rk X
1[]D—_ {lll ‘ ‘

1. MV

| | |
0 : JI k‘“’J II\M‘JU\""“U-A'L\‘-.An,_J lI\J"\Jl ll\__,-"\_}u\.ﬂ'\J lkw| |L N‘U u*'\‘nlbu'lluw__fllj LM‘_& u} ‘l ‘ \ _J ,|| _

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

B=- = % &g+ 52 UPLC % 47 B
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ek

(S w) %7 [Rars FRAEA 5 5 A5 Ry B
A+ 3% 1 C3iHesNOjo 5 &3 & 1 589.7 5 %38 1 217-219°C 5 v ¢ 45 % o

(1) ¥ fasth R

(L) ¥9Ae3TE 5 Rdker 'H NMR B3

Benzoyimesaconine_Pyridine_600 2022/04/12
(¥HC14-117)
s 3  esusosn 2 v @e -
2 33 sIsgess 4 45 22 3
5 a9 2IIEEIT 2 =8 B8 9
s s " S e G 4
VS S Wy

J JJJLJ\_JMUJ LL JMUJUUJ

— T T T ] T T
9 8 7 6 5 4 3 Z

|

ppm

- B = oo oW B e = -
1.87 1.34 1.15 0.98 0.97 0.9 .80 3.88.83.92 0.971.00 0.36
1.00 0.85 1.27 1.00 0.380.87  ©0.982.30.970.89 3.800.96

Bl= -2 ~ ¥7 378 5 Rk 'H NMR B 3% (pyridine-ds)
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(L =) ¥9Ae37E 8 RdkH °C NMR B %

Benzoylmesaconine_Pyridine_600 2022,/04/12
(YHC14-117)

———165.738
94,606

68,131
—__61.943
58,762

11
| !r’f. ’l'

iS‘D o 1489 ‘ ‘ ':I.éﬂ ' Ilf.'l[; ‘ ‘ 80 GB AHJ I 28‘ ‘ rrFPIMI'I
Bl= -3 ~ ¥7 378 5 kg« 1°C NMR B # (pyridine-ds)

(L ~) ¥ BT 5 B bk e ESI-MS B 3%

D:\Xcalibur\...\2022\YHC14-90-3 04/01/22 10:48:23

YHC14-90-3 #221 RT: 2.14 AV: 1 NL: 4.80E6
T. FTMS + p ESI Full ms [100.0000-1000.0000]
590.2960

1005 [M+H] +

954

o0 ‘ /
855

Relative Abundance
(9]
S
Ll

= 512.9791 5923024

5052672 564.9717 200:9002 610.9766 632.3061
' 59,49799 6133204 }Ig.;;ogg 6494501 678 9648 5993177
[

53 { | 539,2820 ‘
A (I | O T T W I A

T T l LRRARRRRS '\"““‘”I‘”‘l “'I”"\""I""I T | T | T I M ! T T T ‘
500 520 540 560 580 600 To20 40 660 680 700
m/z

Bl- L= ~ ¥ FRsTS EF Rakin ESI-MS B3
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(+4 ) F7peAT5 5 Rak FTIR B3

%Transmittance

1004

957
904
85
80
754
701
65
604
551
501
45
407
35
30

25

2890.60

1642.83

1734.25

1380.92

1430.345°04

1326.56

1583.53
1405.63

—

1284.56

1190.67

829.92

74345

941.11 g21.35

o
@
~
=3
=3
=

=}
@
o
[}
=}
=

1069.60

1119.01

810.16

686.62
580.37

02

614.96

713.80

498.83

526.01

4000

3500

3000

2500

Wavenumbers (cm-1)

2000

1500

1000

500

¥ 7 AERT S 58 ik <0 FTIR Bl 3

(=) ¥ AerTS 5 Rk UV Blo¥

AU

8.012 Peak 1

0.050-

0.045+

0.040-

0.035+

0.030

0.020

0.015+

0.010-

0.005-

0.000—

231.9

232 nm

T
220.00

T T
240.00 260.00

T
280.00

30

T
320.00

T
340.00

T
360.00

T
380.00




- =) FUERATE R RdechA o~ AR B 8

>

=~ FURATEEE Rdka - BT § =4 (pyridine-ds)®

position ou (600 MHz) oc (150 MHz)

1 3.18-3.21 (m) 83.5

2 2.59-2.62 (m), 2.93 (q, 114) 36.3

3 4.18 (dd, 11.4,5.4) 68.8

4 - 44.6

5 2.38 (d, 6.6) 46.3

6 4.50 (d, 6.6) 84.5

7 3.00 (s) 49.6

8 - 72.9

9 3.01-3.03 (m) 46.8

10 2.10-2.14 (m) 42.5

11 - 50.7

12 2.43-2.47 (m), 3.38-3.40 (m) 38.5

13 - 76.0

14 5.55(d, 4.8) 81.4

15 3.72 (d, 6.6) 94.6

16 5.28 (brs) 81.7

17 2.71 (d, 10.8), 3.15 (d, 10.8) 50.3

18 3.97(d, 8.4),4.11 (d, 8.4) 74.0

19 3.57 (s) 63.1

1’ - 166.7

2’ - 131.5

3,7 8.26 (t, 7.8) 130.3

4.6’ 7.26 (t, 7.8) 128.5

5 7.41 (t, 7.8) 132.8

N-CH3 2.59 (s) 433

1-OCH3 3.21(s) 55.8
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6-OCH3 3.40 (s) 57.9
15-OCH; 3.73 (s) 61.9
18-OCH; 3.35 (s) 58.8

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

S D) EURETRKSA TR AT G
A+ 3% 1 CoHasNOijg 5 23 & 16037 5 %381 130-132°C 5 v ¢ 45 % o

S L) ¥ Rh RS

F 7 PRS B i

= ) F7fRd 5 Rk 'HNMR B3

22 /0412

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

e —

J JLL M_ULLAUJ[L

T —T T T
El 8 7 3 5 4

3 2
] bbb [
1.33  1.80 0.37 1.00 3.

[t I ST R ]
83 7.950393.15 1.98.04 0.99
6 3.960807.82 1.02.02

Bl= L4 ~ ¥7 g e Rk 'H NMR Bl :# (pyridine-ds)

33



- 1) ¥R EReEH °C NMR B

Benzoylaconine_Pyridine_600 2022/04/12
(¥HC13-116)

- dnm men emes masm o o =
2 253 E8§ SEg% 8y 2 g E
g 282 $RSE 938 E H 2
- - - - o b - i
: ‘ ‘ |
A | |
|
|
|
| |
1 i
| \
‘ |
| ?‘
| | ‘
J Ji J % 1 |
— S — —— —— . S e
160 140 120 100 80 50 1 20 pom

B2 =~ %7 fah R "CNMR Bl3# (pyridine-ds)

= L) ¥9ARg 5 Rdker ESI-MS B

D:\Xcalibur\..\2022\YHC14-88-3 04/01/22 10:33:34

YHC14-88-3 #199 RT: 1.94 AV: 1 NL: 2,04E6
T: FTMS + p ESI Full ms [100.0000-1000.0000]

100 604.3118

[M+H]"

Relative Abundance
o
[ =]

580.9661

550.9557
550. 570.&75' 579.0577 | | 1
! | | | l |

0 |“|‘\"'|”‘\‘“| AR L L L Ry L L ) L LRl L M L L LA L A LA AL ) LAl LA Ak L LA L L) LA LA R AR A LA L) LA At LA A A LA R L L A G s e L
550 560 570 580 590 600 610 620 630 640 650 660 670
m/z

596.9332 610.9777 633.9123 640.7642 662.9702

Bl= -+ - ~ ¥7[eS bk ESI-MS B3
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= =) F7heS e ek FTIR B3#

701
65
60-
557

50

654,50
612.49
46674

52848

457

686.62 _——
466-74

%Transmittance

1321.62
o

1183.25

)
o
!
1049.83
1015.24
716.27

@

2930.13

2831.30
1724.37

1566.23
1413.04
127467

1101.72

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

Bl=-t= -~ F7feb e ko FTIR B3

(=Lt ~) ¥9mp8 e ik UV Bl

9.844 Peak 2

0.065 231.9
: 231 nm

0.060—
0.055+
0.050+
0.045+
0.040+

0.035+

AU

0.030+

0.025+

0.020+

0.015+

0.010+

0.005

0.000—

T T T T T T T T T
220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00 400.00
nm

]

Ji

L2 YR R UV
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(=44 ) FUREFE Rk ~ it 8 =

ZLw o~ FUERE B REkE ~ B 8 = (pyridine-ds)®

7 PRS B e

position oH (600 MHz) dc (150 MHz)

1 3.18-3.20 (m) 83.6

2 2.54-2.58 (M), 2.94-2.98 (m) 36.2

3 4.19 (dd, 11.4, 4.8) 69.0

4 - 444

5 2.39 (d, 6.6) 46.9

6 4.51 (d, 6.6) 84.6

7 2.98 (s) 50.5

8 - 78.0

9 3.00-3.02 (m) 46.8

10 2.09-2.13 (m) 425
11 - 50.6
12 2.46 (t, 13.8), 3.34-3.39 (M) 38.6
13 - 76.0
14 5.55 (d, 4.8) 81.4
15 3.72(d, 7.2) 94.6
16 5.28-5.29 (m) 81.6
17 2.66 (d, 10.8), 3.28 (d, 10.8) 48.0
18 3.97 (d, 8.4), 4.11 (d, 8.4) 74.2
19 3.65 (s) 61.6

I’ - 166.7

2’ - 131.5
3,7 8.25 (t, 7.8) 130.3
4.6 7.25 (t, 7.8) 128.4
5 7.41 (t,7.8) 132.8
N-CH2CH3 2.61-2.65 (m), 3.06-3.12 (m) 49.9
N-CH2CHas 1.19 (t, 7.2) 13.9
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1-OCHs 3.21 (s)

6-OCHs 3.41 (s)
15-OCHs 3.74 (s)
18-OCHs 3.35 (s)

55.8
57.9
62.0
58.8

4(Multiplicity, J in Hz) in ppm.
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(= L) ¥9hek gsphdhehn 3 8~ A3

ek

2 B
A% CuHaNOy § A5 £ 1573.61 %48 1 178-180°C 5 6 & 5 % o

(24 ) ¥9 st § FRakins

(== ) ¥k § ik 'HNMR Bl

enzoylhypaconine_Pyridine_600 2022/03/30
HG14-89-1)

= DT LruT 0 e NS ONSS SR TMBOARNTOSN ~OANABODO®
2 NS §m88 02020 RIBBIN8S895CrlianmYoncd onoSRNSsbw

R SQRw wessaua E @R LbNN 00 G@RANRTYTNONSCOnRRBnLLTTS SoooamommRN
@ ww BwBwe

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

P T gy

mmmmmmmmmmm

IR

Fouls e Ll b

[

T T T
3 2 1 ppm

| J““,*—:“LJL‘—;J

- — e e iyl bl Lty G Lo i
1.74 1.78 0.84 0.97 0.95 2.500.92.781.00 2.60.15 0.98 0.95
0.99 0.82 0.68 1.00 0.990.98.52.722.66 .71 1.80.36

Bl= 1w ~ ¥7 A= g #E Rk 'HNMR B3 (pyridine-ds)
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(=2 +Z=) ¥9figst b5 ik PC NMR B #

Benzoylhypaconine_Pyridine_600 2022/03/30
(YHC14-83-1)

b =x2 235 5285 2N e 2EZS285 ScEnhSaonzasesses =4
= 222 ehd SBaTESh 2 BIRaneEd a5282283RRARRsE 3
g §2%  £8% $35% 588 ¢ szdgsre g3irnigdssadass o
; 7373 U T
]
[ | |
| f i
\’ '
| |
| |
| i
| l a
T T T T T T T T T T T T T T T T T N
180 160 140 120 100 80 60 40 20 ppm

Bl= L3 ~ ¥7 = 5§ #E Rdken C NMR B # (pyridine-ds)

(Z 4w ) ¥9 A 5 FR Rdk 1 ESI-MS B 3

D:\Xcalibur\.. \2022\YHC 14-89-3 04/01/22 10:40:59

YHC14-89-3 #221 RT: 2.14 AV: 1 NL: 4.56E6
T: FTMS + p ESI Full ms [100.0000-1000.0000]

100 574.3011
957 [M+H]"
o0
852 /

80
755
70

ﬁ\llﬂ-‘l

Relative Abundance
w & b OO D
g o O O »;

E 575.3048
303
257
205
153
105 512.9810 576.3077
E 515.2462 580.9674 610.9764
3 511251“ | 533.2656 5552783 564.9727 587.3024 595.9454 | 627.3371 636.9720
= I A R A T T A Rl I | I [
0II\\|L\4I|III\[|\\]l\ll]\l[\|\\l\\l\I!illl]lll[|||||\\k\l|!||\|\\l\\l\ll|
500 510 520 530 540 550 560 570 580 590 600 610 620 630 640 650
m/z

Bl= L= - ¥ fig=k & 5 RdkeH ESI-MS 8] 3%
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N\
I

-+ 3 ) F7AET B EE Rk FTIR B 3#

Y% Transmittance

50

454

40

o
a
1.

w
bl

254

20+

——

2927.66

2823.88

1724.37

_,_

1603.29

988.06
960.88

.46
770.62853_\‘

694.03

639.67

721.21

3500

3000

2560 2000
Wavenumbers (cm-1)

1500

1000

500

EIR

¥7 fpst § 5 k0 FTIR B 2%

(= +2) ¥9pe b5 hign UV Bl

AU

10.922 Peak 3

0.065

0.060—

0.055+

0.050+

0.045+

0.040—

0.035-

0.030+

0.025+

0.020~

0.015+

0.010+

0.005+

0.000—

231.9

231 nm

T
220.00

T T
240.00 260.00

F1= =~ 57 b § SR UV Bl

T T
280.00 300.00
nm

40

T
320.00

T
340.00

T
360.00

T
380.00

400.00



(=+-) ¥ fex Fephdeing ~ - =2

o3 ~ FURRS B ER Rdkend - BLIY B 8 (pyridine-ds)®

¥ fa b 5 R

position oH (600 MHz) dc (150 MHz)
1 3.08 (dd, 9.0, 6.6) 85.3
2 1.98-2.01 (m), 2.47-2.51 (m) 26.8
3 1.72-1.77 (m), 1.90-1.94 (m) 34.9
4 - 39.8
5 2.10 (d, 6.6) 48.8
6 4.38 (d, 6.6) 84.1
7 2.95 (s) 49.2
8 - 77.8
9 2.95-2.98 (m) 46.7
10 2.07-2.09 (m) 427
11 - 50.7
12 2.09-2.12 (m), 2.80-2.84 (m) 38.4
13 - 76.0
14 5.54 (d, 5.4) 81.4
15 3.71(d, 6.6) 94.5
16 5.26 (d, 6.6) 81.8
17 2.53 (d, 10.8), 2.97 (d, 10.8) 57.0
18 3.47 (d, 8.4), 3.75 (d, 8.4) 80.9
19 3.53 (s) 63.2
I’ - 166.7
2’ - 131.5
37T 8.25-8.27 (m) 130.3
4.6 7.25 (t, 7.8) 128.5
5 7.40-7.43 (m) 132.8
N-CHs 2.59 (s) 43.3
1-OCHzs 3.20 (s) 55.7

41



6-OCHs 3.35 (s) 57.7
15-OCHs 3.71(s) 61.9
18-OCHs 3.31(s) 59.0

4(Multiplicity, J in Hz) in ppm.
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(2= 7)) #Th s 5 23 By

A+ 3% 1 Cx3HasNOq 5 &+ & 16317 5 %3 8L 1 208-210°C 5 v ¢ 45 %

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
hhhhhhhhhhhhhhh

Wy T E U igg@;y%yrmwww

——
e
—_—
—
——
—
-
e
M
—
R
R
—
T ——
=

=
——
m-\‘

~

T — T g T AR | T T T T
8 7 6 5 4 3 2
- B - v o i o Ly Ly
1.95 2.00 1. 00

w
01 1. 02 4 I)ﬂ. 08 5 02 1211 2.893. 3.04
8 .06 ns nau.us 11981

Bl= L4 - 374 54k 0 '"HNMR Bl (CDCl)
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(e - ) #7§ 5k 0 "C NMR Bl #

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

129,778
128.612

—_172.453
——166.107
21.437

_—133.306
128,662

/=

il

Blw L -~ 375 £ 4k 1 °C NMR Bl :#(CDCl)

- T T T —r —
160 140 120 100 80 ppm

(= L =) 34 5 4 7 ESI-MS R

YHC14-46-5 #221 RT: 2.14 AV: 1 NL: 1.10E7
T: FTMS + p ESI Full ms [100.0000-1000.0000]
1005

o5 [M+H]"

632.3069

o
[4]

Lo e e

50

Relative Abundance
BN

o O
[ENRENNRTNANAT]

W W
o o
RRENETIANN
o)
173
o0
‘w
3
o
N}

NN
o »
Ll

154
103 634.3126

654.2889
El 617.0108 635.3147 ] | 662.9669 678.9653 699.9636
O T T e

580 590 600 610 620 630 640 650 660 670 ' 680 690 700

580.¢

53 580.9675 604.3121 610.9772
" | |

Ble L — ~ 375 54k ¢ ESI-MS B 2%
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(L =) 34 sk cn FTIR Bl:#

%Transmittance

ey
'
<
N
) 9
[
| o 8
AT
= 8
. <
g3l e
© 5 ©
~
~
s =3
°
&% 28
pe Do,
] © &
o [=3
(523
w
\ 3
| 2 8
o > ©
o ~
o ~
N ~
1 | 5 N Is f :r)
-5 | <+~ © - g2
b o3 wg o pe ‘,C’. @ -
] o Se 8% -3 8 N
-10 @ g3 3% ® 3 22 S
3 o o b S ~
-15] ) = <
~
-204
4000 3500 3000 2500 2000 1500 1000 500

Wavenumbers (cm-1)

Ble L= -~ 775 sfdk 0 FTIR B3

(e L2 ) 375 gk 0 UV B3

AU

22.078 Peak 1

0.060:

231.9

220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00 400
o
- > b = s vy
Ble += ~ 275 BEdk s UV B3
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(L1 ) 35 Ffhkad ~RCEH

2L N FTE FFAEE ~ AL H 245 (CDCly)

position oH (600 MHz) c (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
N-CHs 2.32(s) 42.4
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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)

56.4
57.9
61.1

59.1

4(Multiplicity, J in Hz) in ppm.
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A3 30D CaHaNO 5 A5 £ 164575 %3 B 1 204-206°C 5 6 ¢ 45 % o

() § Fék e 'HNMR B3

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

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

1
0
0
6
6
5
4
a
4
5
3
2
a

8
8
q
4
3
0
0
]
7
7
7
7
6
6
4
q
3.
s
2
2
1
1
1
0
8
8
8
8
7
7
[}
3
3
3
3
3
1
1
0
0
9
9
9
3

1.092

1.080

1.068

mmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

. Ry \\\\\\\\\\K\K\\\ww ki

! e ”/ f

l XJ | N uﬂiuudlujﬂum

T
8 7 6 5 4 3 2 1 ppm
o e ] B L ks w o
1.96 2.01 1.03 1.0 4.09 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

Ble L v - & gk 0 'HNMR Bl (CDCl)
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(=4 ) & &4k PCNMR Bl3#

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 T T T T T T T T T T T T T T 1
160 140 1zo0 100 80 60 40 20 ppm
Ble -7 - & g dk 1 3C NMR B:#(CDCls)
(I +) % ik ESI-MS B3
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 ESI Full ms [100.0000-1000.0000]
646.3223
10 N
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 678.9570 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

Bz L= - 5 £ 4k 0 ESI-MS Bl 3%
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(I +-) 5 eEpdknFTIR B

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

%Transmittance

20

15

1605.77

2198.76

2823.88

2940.01"
2883.18

3500.89

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

3500 3000 2500 2000
Wavenumbers (cm-1)

1500

1000

500

Bz L= & sd - FTIR Bl

(T +2) 5egskn UV Bl

27.126 Peak 2

0.20]

0.18]

0.16]

0.14-]

230.7

231 nm

T
220.00

T T T T T
240.00 260.00 280.00 300.00 320.00

Ble -~ ~ 5 Edgcn UV BIH

50

T
340.00

T
360.00

T
380.00

400.



(I+z) Gphehg ~RI-F=H

5 e
Lt~ B Edecnha ~ g § =4 (CDCL)?

position oH (600 MHz) c (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

37 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

51



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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(Ttwe) XL I~ FEEGE
A3 3% D CyHasNOwo 5 A F & 16157 44 8 1 198-200°C ; 6 & 45 % o

(147) %6 Fikebip

(I ++) =5 #5dk 0 'HNMR Bz

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

mmmmmmmmmm
aaaaaaaa
==========

hhhhhhhhhh

Yo \\\\\\\\\\K\w/;}y//////////

~
L)
-
.
@«
~N
fo

T
8 ppm
w iy W Ed L R e marnd C
1.96 2.02 1.072.30  1.12. 0.89 1.121.07 3
1.00 1.00 0.98 0.89 1.02 82.0@.92 3.793.04 2.22
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(3 4= ) =5 g+ BCNMR B #

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

Bl L -~ =% g dk 1 3C NMR B:#(CDCls)

(I -+ ~) = g 5 &k - ESI-MS B ¥

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
55 525.2675 5572048 571.2739 | 594.9842 ‘ﬂ__3223 648.9521 676.?009 692.9842
| | 1

= N T P 1411 ! ! L
T T T T T T T I 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 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
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(z

L4 ) =X 5 Fpak e FTIR B ¥

%Trar

457

40

35

30

25

20

1583.53

1600.82

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

Bl7 - =% sak FTIR Bl

(#+) = § e UV Rl#

AU

29.411 Peak 3
0.20]

0.18
0.164
0.14

0.12-

230.7

231 nm

T
220.00

T T T T T T
240.00 260.00 280.00 300.00 320.00 340.00
nm

MI~Lz =4 gakn UV Bl

55

T
360.00

T
380.00
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(#L- ) % §FohehE - RIS 5

FL A= b SR eE B8 48 (CDCL)?

position oH (600 MHz) c (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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3 TLC

4 Z 7 . ACONITI LATERALIS RADIX PRAEPARATA

# % % ! Prepared Monkshood Daughter Root

A& R * &L X ®F Ranunculaceae €47 § Ff Aconitum carmichaelii Debeaux 2.
CTA S

- N3

-) & 3R [5223211(1487 8L 5% 2021)
— B A S A 5.0g 0 4re fE20mL o Rk b e Fir i 60
Ak iR ESED 1mL o (T LSRR o
[55222) (Y #4 A2 feREFL 2020)
— P A SR 20g fr g FR 3mLIERE > 4o @25
mL > 42 /J’t%f 30 ~ 450 WBig 0 Rk AEGC ) A iAN T
7z 0.5mL @ 2% f# 'Fﬁ’]ﬁw}ai:"é °
(55 32 3) (4 FHERES = p)
— B ARAEH Kk 2.0g 4 9.1%(W/NV)% %% 3mL s fee f
25mL > 4eE 0 Bokip Y AR A RT 30 A4 Eig 0 IRiR
Fico Ao e i 0.5mL @ 2.3 /% (FA SRR -
[F52=24) (F FRH)Y
— P AEH R 20g 4rg FiR 3mLEBRE  e R
v e fa(l:1)® &A% 25 mL» 425 AT 30 » 45 iF
o R A AR 0SS mL #2403 TRk &
IR e

(=) HREES B g Fék(Aconitine) ~ =t § f 4 (Hypaconitine) ~ 37 5 £f 4

S 7% (Mesaconitine) ~ ¥ ¥ g5 £f f 4k (Benzoylaconine) ~ ¥ 7 fig
= % Ep R & (Benzoylhypaconine) ~ ¥ ? f& T & Ff R 4k
(Benzoylmesaconine) ¥t e %% 5~ > 4c ? i@l =% | mL %
7 1.0mg ez > 155 SRR &5k o

() & & +  HPTLCsilica gel 60 F2s4 > 10 cm x 10 cm ~ 20 cm % 10 cm
(=) B B & [BE#1)(L58° 2L %z 5% 2021)

— B Eke Rk (T1112)

[ER#2)(* £ 3 £{cREL 2020)
—reiRICECA L PR (64:3.6:1) 5 24 {20
A o

[EREH3](4E" EHEET - )
P figt TR (64:5:1) 9.1%% &4 &
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[ S¥)

sl

Ve

~ O~

W om

(BB 4] (p 7R 2)Y
—? F LT fg =
B # 10cmx10cm~20cm x 10cm
B OERWFALTIF IS,  FER
T &HRAL R FCiE 0 BT b %254 nm)T KAl

59
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BB EEH 8cm -



I FEEEZ ERBE

F 5% p ¥ 111/05/10

¥R ERH) : 61%

£ B (RT) : 21.1°C

[Em#4)(p BB —T Frefef: - @:2:1)
— HPTLC # * 3£ (254 nm)# o

HBE L 2t g
1 R & 1% 5(1.0 mg/mL)” 5uL
2:3:4 a8 [Fe2 2 1) 2:5>8uL
5:6:7 a8 [F532 2] 25> 8ulL
8:9:10 ¥qiak 8 [552 3] 2>5>8uL
11-12-13 | &3R8 [F2>z 4] 2:5>8uL

e PIT AW G al ALk b BEdR cct ATE MR 0 d F TR S E
Rdg e FUMREEE ko £ F T EEATE R Rk

ERFE e BETES 0 F VAR DS T L e %%?w’¥ﬂ
fbf G Rak > UM G Mak > FUMRATE G bk 0 FIA R Y - F Uik
B ? oo gt [5P 02 4]

BRBAE R ARESS UL &R (8% 4] 8L

Sz
- T
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I BRARES

F 5% p ¥ 111/05/10

iR R RH) ¢ 61%

8 B (RT) : 21.1°C
[Bma 1] (48° £L 5w w2021) —2 7 fF - &-ke
[3P~= % 4) (p 7 B3 )—HPTLC % ¢} 5£(254 nm)i& !
(B FFdk RrE % 040~ =0 % 5fdk ReiE 5 035575 sk ReiE 5 034 F7 feg
Fhik ReE 5 041~ FOA 5 ik ReE 5 032 F9 fpdTh 5 ik Ry
% 0.36)

ek (7:1:2)

[Em#2) (¢ A AL feREL 2020) —F 2 % e fhefig: ¥ fE (64:
3.6:1) & B F 47020 A 4b o

[55=i% 4) (f 7B % — HPTLC % * (254 nm)$# !
(6 ik ReE 3 035 = § ok RAE 5 072475 Fak RrE 5 020~ 7 fipd
FFRde RyE 5 0.08~ %7 fpx b 5F Rk Ry 5 019 %7 s b 5 Rk R/
% 0.03)
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[ERu3](AE° EHEES - H) —DT = cfefiy: " (64:5:

1)9.1%% 7 # 4 fv 10 » & -

[ 57~ % 4] (p 7 B4 )— HPTLC % ¢ %£(254 nm)&

(5 5k Ry 5 038 =0 g ik RE 5 0.75 375 5ok ReiE 5 025 7 figs
Rk ReE S 011 F 7 fg=x & 5f bk ReiE 5 024~ F 7 fpiT8 5 bk Refe
% 0.06)

[EBR&HA4)(p FRF)—T F oo e @:2: )Y

[ 5522 4] (p 7 B % )—HPTLC % * (254 nm)# !

(6 BFdk R 5 0540 § 5idk R 5 0.76~ #75 Bidk R 5 044~ F 7 fiif
SEhdk RrE s 034 7 a6 5 dk ReE 5 038 ¥ 7 fpiTh 5f hdk Ry
5 0.21)

1 : Blank 41 F7 5 FRdk 7 F T EEATE B R Ak
20 F ERdk 50 %7 FEE PR Rk 89 Bk 8
3: %5k 6: F 7 fip=x § EE Rk 10 : Spike

ZRAE A I [FE 2 4) 3R N FREERA [EEH4) BR
Bt A AL G Ffdk 0 X b Edk 0 ATH Fidk 0 F U MRS S Rk 0 ¥ U AR 5 5 Rk o
FUORRATE B Rk il o ki (BB A 4]
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P RRES SER
F%p ¥ 111/05/10
048 & (RH) @ 61%
i# & (RT) @ 21.1°C

(BB 4] (p FRE)—" F:efefp: - (8:2:01)
[55=24)(p #FE%)-HPTLC® [% 5= 4) (p 7 ® % )—HPTLC %
SRl b %254 nm)s 1V

1 2 3 4 5 65/SERONI0

[52-=24)(p 7B % 2)—HPTLC
% eb k(365 nm) & !

234567 8910

1 : Blank 6 F 7 iRt 5 ER Rk
20 5 e 7 F Y RAT G ER Rk
315 g 89 Bk 8
41 RTE Bk 10 : Spike

S5TF YRR B R

PR S DA R Q54 nm) AL T 0 BT § OB BTA L2 i o

63



I~ AP FHE SRR
F 5% p ¥ 111/05/10
¥R ERH) : 61%
£ B (RT) : 21.1°C
[ERa4)] (p AR#)—? Frofef: e @:2:1)
HPTLC # ¢ 3£ (254 nm)# !

(5502 4) (p FRH)

1 Blank 78 | &%k 3(CA)

2 |8 & 5(1.0 mg/mL)’ 9510 | # &3 % 4 (SAA)
3.4 | s | (NFI) 11712 | #5737 5 (SGA)
5:6 |5k 2(NR) 13 Spike (& &% i 8)

*d P 3 T au i al X EERdkc b BERdk cc ATEERAk 0 d T F TR B B
Fodk > FU RS T Rak o £ F U RATE R #k
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[ERA4) (p FRE)—" ¥ cpief: -om@:2:0)
HPTLC ¥ *} k(254 nm)# !

(5502 4] (5 R %)

1 Blank 78 | #&&i%% 8(SUB)

2 R4 1% 2.(1.0 mg/mL)" 910 | # &i%7% 9(SUC)
3:4 | & &% 0% 6(SGB) 1112 | # &% 7% 10 (SU2A)
5°6 | &i%i% 7(SUA) 13 Spike (# &i% % 8)

d P ITANG al XL b SFR o CcIATE iR d T @RS G
Rdg et F YRS EE Rk 0 f1 F T FEATE B g

SHmBEER N [F2224) 2 [BEEH 4] 58 B ook d g ik

KEEde 0 ATEERMe 0 F U IRG R Rk 0 F U RN B B Rk 0 F U RATE B Rk
e S g i > % 0k (254 nm) T AR B
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