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T~ FHR R EKEY (F3)
. A5biAEd o

2. fBA RS 5 45 EF S £ 500~1000 im > B A 20~60 pm > B > 5

v RN pmre o B S R L) B R F
Bt imre RAEFAG N 5 A KE BB EmBitiE o e Bk Rk
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A AR IR 4P B F o Rh{EDL (5] 2(202]) & 8¢ BL T ke 5
B fEd ARJIER o 284~285 F
5EAE S P 1IN $0)(2009) - ¢ %4’33 ML+ wt §7 FHELF ¢
231~232 F o
SEACE ~ P 1IN ) (2015) 0 A S B ARG Y BERlE. A0 L R
ABFIIR 0 326~328 F o
FATR(1974) c A AT Y WEHE TP o frEE R o 1022~1024F -
PEAA LR G BN ERERAFLFC FETHNQ015) 47 F
MRS S = P R B AR P TR § 7 FEFIN-438~440 7
R 5(2002) - #7da? BAE - K ot L E 1 E DA - 80~86 F o
LAk~ R & (2 %0)(2013) - ¢ &40 2 1‘;‘%}%‘1;&0 AR T - N
i FLE P AURAE o 84~85 | o
RFpFEL L | £(2020) 0 @ B4 A Lo EFL 2020 #5530 5 ¢ BF
BB T RAE 0 52~53 F o
3R (L %)(1993) o ¢ Tgw F o F VAL JRAL 0 300~302F o

10. iZi=% (2 %) (1986) o ¢ ZFTH o F 5 f 5 ) mak o 422~423F ©
11 55 A2 (L %)(1995)° ¥ Fdxfednl® 23 o ind fL8 H AR - 446~448
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5% &+ HPLC

- \H#.J-
BEp SR BEH Y ERARTEHE 104 -

CREZEVER

(- ) HPLC &k B2 K178 4=
Agilent 1100 series ° ¢ 7z Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; % 47 ¢ + Agilent ZORBAX SB-C18 Column (250
x 4.6 mm, 5 um) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC » # 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 ? 1+ Waters ACQUITY UPLC® BEH CI18
Column (100 x 2.1 mm, 1.7 pm) °

I RRESE FER KA

(=) 38
? 7%(99.9%)FE p >+ Mallinckrodt Baker Inc. ; % p&(37%)F-p ** Acros ; & '=
A fe 4 (Sodium 1-heptanesulfonate)f# p ** Tokyo Chemical Industry ; #fi& =
& 49 (Potassium dihydrogen phosphate)f#p >+ Acros ; ? f&(98-100%)pEp
Riedel-de Haen -

(=) &5
B & + d& (Brucine) ~ % * % 4% (Strychnine)f p »* Tokyo Chemical Industry »
AR 98% 11 F e

T o~ AR
(=) REEFRD EFE
E\ﬂ\r“-&»l}’%% 2 i & f}ﬁfﬁ?iOﬁg’ ¥ SOmL Fl&¥#g® > Frase »
PR oK EBAL =50 1501 1 (V)RR A 20 mL 0 A ] 0L e Hie jh
23 ;ﬂ#&f}%@,@ (7% & 300 W - #7 & 40kHz) 30 4 4% > P~ _t i i g (syringe
filter, PTFE 0.45 um) » 7 o & 4 10 uL & » HPLC » 14 #3p] 17 2 2 5. 5
BIRZ2 FABKE QL EIHFERGFERIFIZFEZ02 0

() REBEPEFF TR
B’*?'\rrm%3 o & PR 06g> ¥ SO0mL FIAAL? > Frgie »
AR ok EBpR =50 50 1 (v/VIV)ia 7 & 20mL » 4 &) 4c £k o8 30 &
48 ~ 1 fJ~B$ ~ 1.5 ] B 0 B~ iR i i (syringe filter, PTFE 0.45 um) W7 o
# 410 pL /2 » HPLC » M #7p|{F 2 B 8 & 3 45 2 § A B dk b~ L%
A ek EERFEBER



(2) Bt 55 M=

BRI A SA A (B 5 20 B )9 0.6g0 B SOmL FAMY ¥

fer TER IR DRBAEL =50:050: 1 (v/v/v)E iR 20mL > Ao Faw SR 1] PE

P+ i i Jj (syringe filter, PTFE 0.45 pm) » % {7 & 4+ 10 uL iz » HPLC -

ARATAEAFIHE S F AT 2 B ARERR 2 T
PR Y X

() RS R

Wi 55 & F4dk 1.0mg > 4 ImL 7 % -k D JE@AE =50
50 L(vviv)Z iR L+ F 1mL 3 6 & bk 1000 pg sk i 205 % 73 % >
PR R REAL =501 50 BEE2 o B 120 pel, §175 SR &
Bk

BAEAEPABE 5 f A6 1.0mgo se ImL 7tk EBE =50
50 0 1wV iR A E TmL g § & Bk 1000 ug iR 05 H B0 0 &
PR R REAL =501 50 BEE2 o B 200 el %1% 5/ B £

iRk

(1) twigin
BRI A S A A (B 5 20 LA )Y 06 g0 B 50 mL AT o
FEde ~ TR Dok D EBAE =501 50 1 1 (VV/V)Ai 20 mL > e Fiw iE 1 o)
PFo 4 4rT 2 BRBPRR o RANLSEHARE 10 EERR B
50mL % 2557 4 PR R DRBA =50:50: 13RI NAE HIE
ik (syringe filter, PTFE 0.45 pm) » %8 o

(=) Bl
BrE P RARE 3% s e &5 % 10pL > ;2 ~ HPLC» Bl * &
b2 %ﬂ;—'-—?-r/%u’?l“ L R R T é’#‘rﬁéi@rﬁg—g R

(=) ®wEM

Brre PR 5 8 8 3k RE % 73 7% (1000 pg/mL)ig & > 74 ¥ fg t -k ik
WAL =50:50: 1 (V)R RAFRE S 2 5 &F 84 % 5 300150~ 120~
90 ~ 60 ~ 30 pg/mL R I 533 % o 1 3% & B~ 10l A )2~ HPLC ig
FRBEAT O A1 RS2 % 6 (y i) fofR i 520k A (X fh)iE (7 AU
wiF o & R EHRE MR AN y=ax+b B ip Bl R

Wrpe PR 5 f G BE & 3 % (1000 pg/mL)ig & 0 72 7 BR Lok k
B =50150 1 L(VAVNB R AR S § % A B a5 5 500 ~300 200 -
150 ~ 100 ~ 50 ~ 25 pg/mL B8 Gid i o 4 F A & B 10 ul A Bt~
HPLC i 7 %8 445 > 17 2 &2 308 5 fi (v $i)foth 2 &2 0 Ak (x )
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EERP Y FRERERZ G AN y=ax+b 2 AP H iR -

() # B RRER
WEEFEEER G 120 ug/mL 2 ¥R BA R Fietk 54 15
8 Fdg g G S gt ROAPEIRE X -
E A BEEER S 200 pg/mL 2o HRARE R ki FaEk S 4 0
AR AR B AR S gt ROAPEHEE L o

(1) THPER M RER
LB e - 15 BB R EHR A BB R FHRSBRAG
FELIEEURSPARTIERR SRR ERB T NIRRT KRE H AR
iwehg (%) 5 dpth o RO EREL
2. I B - LERIEHL R SR I EHB SR RUE
R ERIERH R SRR AW A 02481624 ] iR
Lo ERFaeE G ABROLE G S g RO EIEEZ o

(L) WpHELE 2 &1 UE5%
1. 1 p/4&*2(Limit of Detection, LOD): #-2 sk B 2. {5 .04 7% 7 s
TABERRIM =3l 2 ER 0 (TR BPHERIGIE -
Z_# 1&'Y(Limit of Quantification, LOQ) : #-2 &k & 2 {53 2.4 % % 4f
o E gt Z 10 B2 kR > TR REREIUGE

(2= ) e v fo %

%bﬁgﬁ+%g§m5ﬁ4§ﬁ%%5@,ﬁaﬁﬁﬁ%@osg

A be 2.0 mL 08 & 5 ki3 ik (1.0 mg/mL) > ¥4 SR i WK S 2 3
R E_ o

Pos irh ARG RSB IBEHE RS B F DEMERY03g

A slde » 2.0 mL ehd A B #3(1.0 mg/mL) o ¥R SR e AR 2 Rk
R E_ o



= ) HPLC %~ {7if i¢

1. k47§ * Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)

2. ¥%iplIAE 260 nm
3. siiE ¢ 1.0 mL/min
4. ?’h BRER
5.3 >% 10l
6.4 ¥+ 4p -

¥ ¥ (min) 7 A% (%) 3 5 e (%)*
0 40 60
20 50 50
e 1 0.01 M A=A/ Bidh i3 % (Sodium 1-heptanesulfonate)? 0.02 M i
FiZ & 49757 (KHoPOg) % 3% &% 995 mL e » SmL 7

L) AEEEET ZERT
Pl BE&F SR lE 2 WE RSB R PE 0L i
4 3 443 ~ HPLC » #7118 T o % 6 BRI NP ERTIRT 2
AR AR

(+2) &3 &2 UPLC k 47 if %

1. & 47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. ¥Rk & 260 nm
3. swi# 0.4 mL/min
4. AR T EE
504> 1puL
6. #H4p -
¥ (min) " B%(%) ¥ 7% ik (%)*
0 40 60
10 50 50

*EWR R C00IM AR =R A RE 0.02MEIFE S Z 43R E TR R 995

mL 4c » 5mL ? f&
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I E%
(- ) HREZE&F 2 § A Bik2 HPLC & 47
WAHATER 130 AdadEr BB FRERSAE(R- ) HFTER
14.3 A 48 AR 71 4 B ik 1R 50 (B2 ) -

q L ET
‘/
|
|
|
N
|
n
I
A
Bl- ~ 5 &3 kethF &%k 2 HPLC & 47 B

T T T T T T T T
0 25 5 75 10 125 15 175 min

W=~ & & B ek I8 203 % 2 HPLC & 17 Bl

(=) # &5 &5+ 52 HPLC & 17
A FERE 13 AT SR ET S AT DRE
WAGER 143 ST & RS A BROLE(RZ) BRI
2R BEFR)E 4440 = FF (D)5 1095 §ABi2 235 R): 3.14
FEFF(DE 117 35k kg * & fp o
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mAU

. H S

I

~ P B85/ 4 52 HPLC 4 17 B

(2) B EFEm
B EEE LERE RIS RS § A B G
—Ei /ﬁ‘%jf_" ’ %‘F’-—/T‘ 4“%&‘3&‘/!#}} :gxli_\,’;ﬁ\’;v /é"-‘ o

N A
R

A

BRI

Az N ~
FP 2

SR IGAERHF | FABRKAEH | BFF B
e e 3210 7681 v
ALH AR 2701 6463
() REFBERER

e gh L R B EHEETEI R T HRE S AR E

S B S

S BN N

Lo ARFEERER

SN E

3P BE&IRAEGHF | FABKAERHF | B EF B
30 448 3210 7681
1] P 3280 7773 \
1.5 /| & 3282 7723
(I ) B & 5P i
i%e‘éﬁ%f{ 2 ZAAIRERIKE FABKRI PR 2(FBF

4 98%) ©
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2z BRI REEPEGER

de i R E BT i

B8 dRLE R

£~ R B A

¥ 1= 3280 7723
¥ 2 =% 397 1034
% 3 =X N.D. N.D.

(») BREZFRFIKEHARKLBER

EARERSEFIRE)HE P AITRE S f nF BE()TE Ik
B e Ly = 16.4154x — 48.4262 > R2 = 0.9998 » &7 kA f 30-300

pug/mL § 4T ens i (Rl ) o

6000

5000 -

= 4000

o 7

3000

A

4

2000

1000

0

5 & + g

y =16.4154x — 48.4262

R?=0.9998

100 200
JE B (ug/mL)

400

Bl ~ R 55 &+ k2 &€ SF

EFRERGABKREHEE P B ITA%E 6 f0F RBE(y)"TH Ik
M3 428 4 y=20.0694x — 89.8597 » R2=0.9999 » % 77 ik & & 25-500
pug/mL § 4T ens I (BT ) o

12000
10000

48000

&

a 6000

% 2000
2000

0

[ S
y = 20.0694x — 89.8597
R>=0.9999

0

100 200 300 400

JE B (ug/mL)

500 600

Bl ~HF&G AR R E SRR
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2w~ R FaE HARKRZIRERD 250

PR AR 5 & B (ng/mL) S R
B &+ g 30-300 y=16.4154x — 48.4262 0.9998
H ™A 25-500 y =20.0694x — 89.8597 0.9999

(=) H%ARFES
FEEHT 1 HPLC B 2 R R 26 BRI R DA
ZAPEHHEEZ L 0.17% > § A aett %R 2 APEHEE L 5 034% 0 355k
SLig r MR Fopoo

AR AR
FkES kT o I HPLC 28 if F e 4F 1 24 > B
ZAP¥EE L L 091% 0 H A B LA
A PR P o BRI AR A
'rw WHEE LS 034% 0 §
2R FF BR&

BRI
AR L L 1.07% 0 358k
24 P pEpfEE O BB AR
BEAE T2 APHR R L L 0.64% 0 1
WL 24 PR A BlE s f 2] e
(4 ) MR IE 2 &1 05%

58 dk PR S 1.0 pg/mL (B )
B 0 RE L 1.0 ug/mL (B ) >

&5 2.0 ug/mL (B - )e
%5 2.0 ug/mL (B4 ) -

&+

| | /

r
’ Wr\u

H ‘1 - “
\.”H ! .

HV”"JM')‘“ “WM\ V\M w‘ \“ \ J\"N \

Bl ~ B &7 k2 F R 17 B Bl- ~ B8 F#2 TEE'TE I7H
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N

|
|
|
‘H\

M
W\ ”1 MHM ¥
H vr'a wlv i

uwhl 0] -
‘ \‘ f r«u,ﬂ"ﬂ‘ii’h ;J‘**‘ w’.w”“m“v"'f\y“/‘g\‘s"m‘m"f\“vfM‘w‘Aw'ﬂ’v*‘.'w-«"\"j‘v-‘v"”v‘vu"‘*k"‘«‘V"*"“‘VV‘»‘"“I’I gt
J \ ”w
B~ f A RBEe 2 0 RNELE 4T B 1 \$7}\f§§§é§i iﬁmﬁ]ﬁm

+
= T

~ R IE PR AT

‘ B & de Ea L
e Bl3E P — —
kR R.S.D. (%) kR R.S.D. (%
H®AE  (0=5) 120 pg/mL 0.17 200 ug/mL 0.34
4 (0=5) | # &% (No.6) 091 & &% & (No. 6) 1.07
T (n=6) | & &% (No.6) 0.34 &% it (No. 6) 0.64
R (n=1) 1.0 ug/mL 1.0 ug/mL -
TE &2 (n=1) 2.0 pg/mL 2.0 ug/mL -

B&SiTOn r ok 5 98.8%  AREHEE B L 5 3.72% (&)
FABAETIOR e w tF 5 97.6% 0 APEHEE B L L 233% (%)

\»73‘53%—*%/ be e g &
ey BHAL | 772 | rE | REL | wfed | FHw X | RSD.
(2) (mg) (mg) (mg) (%) (%) (%)

1 0.2986 3.214 2.0 5.097 94.2
2 0.2993 3.222 2.0 5.134 95.6
3 0.3005 3.234 2.0 5268 | 101.7 98.81 3.72
4 0.3001 3.230 2.0 5237 | 100.4
5 0.3003 3.232 2.0 5277 | 102.2

15




2=~ FHABARG P F

ey BHHEE | 23R | 2B | REE | wiF | T dcF|RS.D.
() (mg) (mg) (mg) (%) (%) (%)
1 0.2991 5.147 2.0 7.033 94.3
2 0.3002 5.166 2.0 7.160 99.7
3 0.3001 5.164 2.0 7.132 98.4 97.62 2.33
4 0.2995 5.154 2.0 7.080 96.3
5 0.3003 5.167 2.0 7.155 99.4
L) AEF EERS kS

i
10 58 F 2 Z2RTEFECES)ICE AT > BB FIKREE 5
1.061-1.466% > % + %4k 7 £ 5 1.345-2.221% L*Fz%ﬁé%ﬂﬁﬂaw%
BIikni B2 @530 08% £ ABMKTT B RA 12%~22%2 fF - 2%
R & 5 e E 2 E B 3 13T 8000 (F 2 1 5 17000)~ 45 F A ah ik
2R B ¥ A M 8000 (% & 5 23000) o

AACERVLER ISR IR ARKEE

Z44 ¥ %.(No.) 58T 7 (%) hAREE 7 (%)
1 (CB) 1.260 1.805
2 (NC) 1.196 1.912
3 (NI3A) 1.200 1.886
4 (CF) 1.063 2.111
5 (NW) 1.164 1.938
6 (SGB) 1.061 1.888
7 (SGB2) 1.466 1.345
8 (SUA) 1.281 2.117
9 (SU2A) 1.278 1.971
10 (SU2C) 1.237 2.221
T 351 +S.D. 1.221 +0.117 1.919+0.239

16



() B8FEH2Z HPLC 35 = Bl 3§ e =

P10 #47 &5 &3 FHE SRR & 10 uL 2k > 7 HPLC 45 % A

EERIER

1. k47§ * Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥Rl E C 260 nm 3. sz ¢ 1.0 mL/min
4. AR T EE 5.4>% 1 10puL
6. #HAp -
¥ ¥ (min) 7 A% (%) 5 W% % (%)*
0 40 60
20 50 50

*AE bR R 0 0.01 M AR FL4h A R 0.02 MBS =

995 mL #r » SmL 7 f&

) R - N Y S
AMAREFLR £k

< L
L S
mAL /
58T &k
\
\ I 10
| n i
3000 I A L e N
A | 9
| (]
I i
. L - — — S . / _
Il
2500 ! 8
i '"l, i
Ill'-\ Y |I I'.
PR —_— e N e — —
f I"|
|
|r', I|I \ I
2000 N _ _ R I N B N
f
I 6
A nood
R S NN o AN I
1500 i 5
il
f
4_
1000 R _
il
1
il 3
I‘Il [ II III
I B — LN B R
f
500 2
'I I\'— — W — — — | S— — —_—
i
il
. f H 1
I N
I'k I | \
0 S i S A S —
T T T T T T T i
0 2.5 5 7.5 10 12.5 15 17.5 min

17
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(+2) BEZEKF 2 § A Bik2 UPLC K 47
WF TR 203 A& B AT RIEE S (B - ) Y
PERF 330 2 4B AT § A ak iR Sk (B2 ) o

080
: BB
0.40 /
g -
0.20
.5'.}5IIII|I|I|I||I|I|II|I|I||I|I||I|I||I|I||I|I||||I|
000 100 200 100 400 500 800 7.00 2.00 5.00 1000
Minutes
B+ - ~ B&FiEE &% %2 UPLC & 47 R
0.80
0.60-] £ A g

2 040 /

0.20 JL
0.00-|

T T T T T T T [ T R e T T IR B R
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

Bl -~ 4§ A~ % 08 553 % 2 UPLC & 17 )

(+w) W @-5&%—1%&&%1UPLC%%%
NFGER 295 AHEASRIRET BRI RIRE - NFY
B 333 AN BRI AT §A B E (WL 2

A

g

E)

/

0.40—
0.00 == e e e e
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Minutes

AU

B = -7 8548352 UPLC & 17
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(—‘L:’-r ) B &3 ks F ‘/”\;‘E_',EJ:E,—;}-

A+ 3% D C3HaeN2O4 5 2 F & 139447 538 1 177-178 °C ; v & F48 -

(+2) B&F kP

(L =) BE&3 4 'HNMR B3

Brucine
]
[
\
| f /
| [ / )/ [
¢
- r r ~ !F f | ror
J ”IJﬂ#ﬁ;j /]
it 4
L B
s ;T e T T s T T T s T wpm
e - 598 Tl T i sas aws L ek
3.37 3.62 28.03 7.89 7.88 7.25 2.51

B+ - 5434 'HNMR Bl (CDCls)

19



(+~) B&~ 4k PCNMR B #

Brucine

e [ am ~ s W w = P

58 = 5 s 9 E 2 s &
& 2% g2 3 S - B = -
= s e e = w2 o N S ow
2 - Gm a b < = B2 5 5 =
E 33 e g 33 | ‘

=

| |
| L

L LA o e e e T L e L i e e o A RN I T T T

T - ™ -
160 148 izo 100 80 B0 40 zn ppn

B4 7 ~ 5 4& 7 # 3C NMR §3#(CDCls)

(+4 ) 583 & ESI-MS Bl

D:\Xcalibur\.. \202 1\Brucine 11/04/21 17:26:58

Brucine #165 RT: 1.58 AV: 1 NL: 2.92E8
T: FTMS + p ESI Full ms [100.0000-750.0000] [M+H]+
395.196

100
953 /
el

E [M+Na]*

603 417.1787
553

Relative Abundance
I
[=]
il

3 396,2002

155 418.1820

57 397.2031 419.1848
o3 356.9757  365.1858 380.1690 394.1895 | | [ 3992096 414.9815 | | =+ 4252069

HARE AN EALN AN LERS RARRARS LARE ERRS R UL AR RN LN RRL LARN AR LA D LN LS L EARN ERRR LRSS AR Rl LR ALY RARN AR T
350 360 370 380 390 400 410 420 430
miz

Bt = - 5 &3 d 0 ESI-MS Bz

20



= ’L) 5 &34k FTIR B HP‘H‘

~ “ | ‘H\ ‘I“‘I‘“‘H M\\rl
,m».}w\‘p,‘,mﬂ"[af(.l‘,v P \ | I‘ I; ) lH \|| [ i “‘I
i )
o/ | \Hhﬂ' |

“ n |' \\ \H | hlvw\

790.39
755.80

10

3436.65
1032.53 =

%Transmittance

286589

1121.48

N
A
1289.50
1200.55

1660.12°
1504.45

4000 3500 3000 2500 2000 1500 1000 500

Wavenumbers {cm-1)

BlL- ~5&8F#%FTIR B

== B&F iUV BIH

Abs

208 nm

—_ e e e e e e
[ T A SO 7Y 0
| ! |HH‘HI‘I[!!|H? el

=
b o

O TR IO AT e o

264 nm

=
£

0.5

2 &
[FER

[
2 i
O O e R R YR v

1 ™
200 250 300 350 400

S 2
P

B+~~~ B&F UV Bl
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o) BRIHKDE S RCEEH

34 - BRI #E A H =5 (CDCL)

position ou (600 MHz) e (150 MHz)
1 6.66 (s) 105.41
2 - 146.30
3 - 149.35
4 7.79 (s) 100.99
5 - 135.94
6 - 122.80
7 - 51.96
8 3.82(d, 10.2) 60.23
10 - 168.87
11 a:3.09 (dd, 17.4, 8.4) 42.35
b:2.63 (dd, 17.4, 3.6) -
12 4.27 (dt, 9.0, 3.6) 77.75
13 1.26 (dt, 10.2, 3.0) 48.13
14 3.14 (brs) 31.44
15 a: 1.48 (d, 14.4) 26.61
b: 2.35 (dt, 15.0, 4.2) -
16 3.92 (brs) 60.03
17 a: 1.90 (td, 13.2, 7.2) 42.21
b: 1.86 (dd, 13.2, 6.0) -
18 a: 3.25 (dd, 9.6, 7.8) 50.16
b: 2.86 (ddd, 12.6, 10.2, 6.6) -
20 a:3.73 (d, 15.0) 52.63
b: 2.76 (d, 15.0) -
21 - 139.52
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22
23

24
25

5.93 (brt)

a: 4.04 (dd, 13.2, 6.0)
b: 4.13 (dd, 13.8, 6.6)
3.84 (s)

3.88 (s)

128.37
64.52

56.46
56.20

4(Multiplicity, J in Hz) in ppm.
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Sz HABERA TN AT Ry

— By 7

A+ 3% D CoHN2O2 5 & F & 133442 5 %3 8 1 269-272°C ; v & FRE o

(=+w) dABE&KDEH

=L 7)) % ~Re& e 'HNMR B #
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T . R T T : — : — ——
8 7 6 5 4 3 2 1 pPpm
;‘5_4‘-1 ;?175 13.35 4.38 4“'5; o ‘5,'3;‘ - !;_'729‘_‘
13.F8 4.59 4.59 13.52 9.73 B_97 &_1iB

B4 ~ % A& 'HNMR Bl#(CDCls)
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= L) § AR en 13C NMR Bl

strychnine

165301
....140.575
116229
54,604
60,186
60.104

az .86z
"4z .asa
31.587

.~ .-25.848

_—142.209
—132.788

Bl= -+ ~ 4% * B4k °C NMR B]:#(CDCl3)
= L =) F A B4k ESI-MS B

D:¥Xcaliburt.. \2021\Strychnine 11/04/21 17:19:33

Strychnine #165 RT: 158 AV: 1 NL: 9.11E8
T: FTMS + p ESI Full ms [100.0000-750.0000]

100
95

335.1753

[M+H]*

/

[M+Na]*

Relative Abundance
o
T

357.1573

:z% /

336.1787

S a B
L 1 ‘?LII

7 3051574 316.9834 335.0065 375.1676 380.1830 398.1830
L ] L e e IR LT T o T T

300 310 320 330 340 350 ‘ 360 370 380 390 400
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(= +»~) H+~Ba&FTIR Bl

700

984 “”"‘M."\ ;'.'\J:{L]
94
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90’
88
85
84
82
80
78
76
74]
72
70
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&6
64 ]
62
60
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55
54
52
50
a8

%Transmittance

I
I

h
|

343418
2816.47

I 3500 ‘ ‘ 3000

2500

2000 ‘

Wavenumbers (cm-1)

il ||‘|‘
.
IR

i i
I “ ‘n |

I (A1
I il

1479.75
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1500

A1 i N
.|“"I |‘\I~ |

i |

1042.83

1000

Ay
i Ah\ [

iF
ol

76568

A
it
|
|

Sdﬂ

)

(z+4) #ABakao UV BIH

Abs

1.15=
1.105
1.053
1.005
0953
0.903
0.853
0.805
0753
0705
0653
0.60—=
0.555
0.50-5
0453
0.40]
0.353
0.30
0252
0.20=
0.15=
0,102
0.053

204 nm

254 nm

L= v AR OFTIR B3

0.005 |
200

250

[
300

T
350

Bl - =~ §ARRDUV B
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(Z24+) F+8ékhd RV E =

FoL ~ F AR DT Y F =4 (CDCL)

position ou (600 MHz) e (150 MHz)
1 7.15 (d, 7.8 Hz) 122.27
2 7.08 (td, 7.8, 1.2 Hz) 124.21
3 7.24 (td, 7.8, 1.2 Hz) 128.56
4 8.07 (d, 8.4 Hz) 116.23
5 - 142.20
6 - 132.77
7 - 51.94
8 3.85(d, 10.2 Hz) 60.10
10 - 169.30
11 a:3.11 (dd, 17.4, 8.4 Hz) 42.49
b: 2.65 (dd, 17.4, 3.6 Hz) -
12 4.27 (dt, 9.0, 3.6 Hz) 77.61
13 1.26 (dt, 10.2, 3.0 Hz) 48.23
14 3.14 (m) 31.60
15 a: 1.46 (d, 14.4 Hz) 26.85
b: 2.35 (dt, 14.4, 4.2 Hz) -
16 3.98 (br s) 60.19
17 1.89 (m) 42.86
18 a: 3.23 (m) 50.34
b: 2.87 (m) -
20 a:3.72 (d, 14.4 Hz) 52.66
b: 2.74 (d, 15.0 Hz) -
21 - 140.58
22 5.91 (brt, 6.0Hz) 127.22
23 a: 4.04 (dd, 13.2, 6.0 Hz) 64.60

b: 4.13 (dd, 13.8, 7.2 Hz)

4(Multiplicity, J in Hz) in ppm.
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- STRYCHNI SEMEN

. Nux Vomica

Bt &G B & F Loganiaceae {247 % & Strychnos nux-vomica L.2_ 55 = 3
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sy
N N N
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$HR AR 5
% it
SR
E OB A
E OB OH,
R G
B &AL

[522 2 1)(44%° 2 ¥ x2021) v

— B A&EEx 1.0g 4 ?f 10mL £F A& F 30 »
& > WEip 0 PR TR RSB R

[55222)(° 4 A fcWEL 2020)

— P AEE X 05g 4= % 7 %-2 f3(10:1)/R £7% SmL
kg 3R 0.5mL > R4 5 A4 g 20 FF 0 ik 1B
M BRI T G R SRR

(5522 3] (H 87 BHEER = »)

— B ArEk*i 1.0g 4re @15 mL §r 9.1%% 3% 0.5
ML 545 5 A48 ek 2 ) BF 0 ik 0 IR 0 PRk 7 3
o5 iR e

P~ 5 4 + 4k (Brucine) ~ § & & 4 (Strychnine) ¥ fe 1% %
e ® BEAE ImL 7 1.0mg 3% 0 17 5 SRR g
iR

HPTLC silica gel 60 F2s4 > 10 cm x 10 cm ~ 20 cm X 10 cm
[Ema 1)L 2L %2k 2021) (¢ 24 A E4{rR
Zd 2020) vV

— T F A o kAR (4051061 04)

(B 2) (4B EHFRES-P)

—cv et B kR (75:2:08)

10cm %X 10 cm ~ 20 cm X 10 cm

ERWEATG IS~ TER > EFIEH 8cm -
b5zt o BN R (254 nm) T AR 0 BV Uk T ARAT IR R
(Dragendorff Spray Reagent)fr & & fi 4 32/ (NaNO2 TS)¥¢
Fis o higis B> AR THRAR o

b
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w

|
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|
e

28



S FEEEZ ERBRRR
Fp P 110/12/17
¥R AR RH) © 53%
B ARRT) :21.7°C
[BEa 1) (%Y B2 5w im 2021) (¢ 4 £ oW EL 2020) —°
FoAP P EA R 4:5:06:04)
—HPTLC ¥ ¢} (254 nm)#

—HPTLC & it &dn 2R fr iy Al pedp 2 dgd 18 » 7 L ke

2 34 56 TUNEG 1) 115

K% A LIS
1:2:3 5 % % #%(1.0 mg /mL) 1:255uL
4-556 % * B 4 (1.0 mg /mL) 1>2>5ulL
7:8°9 BaEar3[FE22 1] 2:558uL
100 11-12 | &% 3 [F522]) 25558l
1314015 | &3k 3 [F52 3] 2’5pr
BRI F I ZRBEFBEY VAR BT RE S ARG Aok
&ﬁﬂ’e{wﬁﬁgﬁﬁ%w-[$%1kllo
EREAE BB ISl FABKRSUL R &EB R [F22 02 1] 8ul
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I BB ANER

F%p P 110/12/17

ip4HE A RH) ¢ 53%

B R (RT) :21.7°C
[BEa 1) (487 B2 5w im 2021) (¢ 4 £ R EL 2020) —°
FoAP e AR 4:5:06:04)Y
[55=2 1) (%Y 2 5w 5% 2021) —HPTLC % ¢ (254 nm)# 71 (5
B3I RES 035 % AKdk RE S 049)

[5222 1) (447 2 5w ik 2021) —HPTLC # f* 649 387 o I A e 4
BEREIG O TAKLKRN(IBIKRRES 035 F AR RE S 049)

e R " S o oo o
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[ER&2](A k" EHEES P )—e@efm  Ramm: kiR (75
2:0.8)
[55=2 1] (447 20 %2 5% 2021) —HPTLC % b £(254 nm)#% !
(B&F# Ry 5 04 FABek Reie 3 051)

[55= 02 1] (4 %7 #2 5w 5K 2021) —HPTLC & f* 047 332 fo Iy A e
PEREI L T AKKRN(BIRIKRRES 04 FARKREL 051)

1 : Blank
258 T

305 AR
45 &Rk 3
6 : Spike

ZRBL LA [FF2 R 1] 20 A ERFRGT A RI R AR H AR
i B [BERAI)REGFY » adF R (287 BLY[EBH 1]
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ip4HE A RH) ¢ 53%
B RERT) :21.7°C
[Bma 1) (487 BL $uir 2021) 0 (¢ F4 £ fe@EL 2020) —°
FoAP P EA R 4:5:06:04)
[5822 1)(4%° B 5w [FE-22 1)](4%8° B2 5w
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e e e T L et s o
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2021) —HPTLC % *h £(254nm)f & 2021) — HPTLC # i* 4649 3% fr &
‘ M pLe Rl d 15 v Ak YV

- -
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3 F ARk
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o T Rk B PRS2 T
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I~ L EEFEHESHRR
F%p P 110/12/17
ip4HE AR RH) ¢ 53%
®EMRT):21.7°C
[EBH 1)(EEY ZL 5w 5w 2021) (¢ F4 AL feFEL 2020) —°
FIAP LA R (4:5:06:04)
[52= 2 1] (£4%% FL % w5 2021) — HPTLC
()% *} (254 nm)& !

J1
Ca

Q) R fe HELA FRbEd (5> 7 ALK

Blank 8:9 | &% 3I(NW)

5 & + 4% (1.0 mg/mL) 10> 11 | #& &% % 4 (CB)

% ~ B 4% (1.0 mg/mL) 1213 | & &% % 5 (CF)
455 |t &iam 1(NC) 14 | Spike (# &2 i% 3)
67 | th&iaiv 2 (NI3A)
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[BEA 1)(E8Y L 5w im2021) (¢ F4 AL feREL 2020) —°
FIAP LA R (4:5:06:04)

[55 2 1) (447 F2 % w4 2021) — HPTLC
(1)% #F % (254 nm)# 2!

(2) & hagm iR o T AR RIRE S 5 F Ak

Blank 8:9 | &% i% 8(SUA)

5 & 5 #(1.0 mg/mL) 107 11 | # &7 % 9 (SU2A)

# 4 % i (1.0 mg/mL) 12013 | # &3 i% 10 (SU2C)
455 |t 5% 6(SGB) 14 | Spike (4 &2 i% 3)
67 | &i3i% 7(SGB)

Bhedd o [Fro 2 1] 2 [BRA 1] 255 HAA 2R E&T i
A T B 0 TR (254nm) T AL S B 1 4049 R o B B A 3
¢

% %
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