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ARIZBNT, BPEORK &2 2 RO H 5 il

MNZEB SN TWARRS (G 21 /sy,

gL Lz,

K 1MW) &4

R1 DWRRES L EHEY
5534 Y
1 |aconitine
2 | jesaconitine o
— MU BT N
3 |hypaconitine
4 | mesaconitine
5 | cyclopamine
6 |jervine ) .
- ANALTAI T, NATA VT
7 | veratramine
8 | veratrine
9 | galantamine
- ARy, A =T V=7
10 | lycorine
11 | cucurbitacinE tavXy, ~Fv, 2UTF
12 | chaconine A XRARF, VU HAE,
13 | solanine A X%
14 | atropine TV VA RNT Uy R
FayrTHHA, ~VY Fana,
15 | scopolamine NRT RyF
16 | colchicine A RXYT7Z, a4ty
17 | gloriosine .
- V=N s
18 | demecolcine
19 | amygdalin TR, A, EE
20 | oleandrin XayFs Ny
21 | digitoxin TEXFHY R
HESZ
2.1 EZER

aconitine, atropine, oleandrin, colchicine, jervine,

digitoxin, cyclopamine, demecolcine % " mesaconitine :

a-solanine, amygdalin, galantamine, scopolamine,
hypaconitine, veratrine } U lycorine : Sigma-aldrich 4

cucurbitacinE : BB k54

a-chaconine : ChromaDex

gloriosine : Tronto Research Chemicals %

jesaconitine : Carbosynth

veratramine : Cayman Chemical f
2.2 BERBEBRR

KRG AR L, A&/ — (MeOH) (7z7ZL,
aconitine, jesaconitine, hypaconitine & T mesaconitine
=7t F=1F VU (ACN)) ICEEM%, 50pg/mL DR
AR 2 ERR L7z, (7272 L, cucurbitacinE M O
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digitoxin 1ZMLOARSY & LL#k U TRREDNEMN 5 72729,
L0F5IRE L Lz, LLFRIL,)
2.3 TOhOHES

ACN(HPLC 1), f ¥ 7 u s — L (HPLC i]) (IPA),
MeOH (HPLC f), MW (LC/MS ), Bif7 v €=
7L GREERFR) « FOGHISER

3 HH
3.1 HALERRRETAEH
RGARBASHIEC=72 77— F 7w vy —THl
PLizbOHWEz, =F13AA & OBRBEFNS
NI ENDRIR U7z, ARBEHH B 3w #F O
Mg & VR &2 iz,
3.2 ZLMFFMEERARN
Ak LT, mrEsE HRE, =F 2y,
=T ERRELLEA N, YR OB RERE LY
B REG OB PIRE 2S5 B I, BRFEEHIX
5uglg, ZERFEHIIE 10ng/mL & 72 % K 9 ICIR B E YRR
WAERIM LTS DRI Lz,

BRRUBR
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NEWH D% 2 OFTOBY, ThA AL EEMEA A
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X, BREOKRTRALN, Z0kd, REBREKO
MeOH i i % BRI A b S8, ERR Atz L7
LA, T0%MeOH FR TIXIEE A EDEDITRNT
= BIRN Y v —T7 T, BELREFTH20,
ARERAR OFERIE MeOH: K (7:3) & L=, ZDIEh
FEARORAEC, =— FVOWNTTFIRZBEFE AR
FTAHZETE—IRRELE LT,
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F2 LC/MS/MS BIEEH

MS/MS #  TRIPLE QUAD5500 (AB SCIEX #¢)

Curtain gas 20 psi

Collision gas 9 psi

Temperature 600°C

lon source gas 1/2 70/50 psi

lon transfer voltage 5500 V

Entrance potential 10 Vv

MRM Z:f4: #3

LC B Nexera X2 (fyislfEpriy)

BER T A Inertsustain C18 PEEK(2.1x150mm, 3pum) (GL Sciences #)
BT LA —T 40C

@ AR 0.1%FM, 0.25mM FEfET > E=0U AEHK

B 0.1%F[, 0.25mM Ffg7 € =7 L& 4 MeOH
A AZES Y S 0min(100:0)—1.0min(100:0)— 1.1min(85:15)— 15min(0:100)— 25min(100:0)—
25.1min(100:0)—35min(100:0)

it 0.4mL/min
HEAE 3uL
Veifrik RO B@hfH A K R1 MeOH R2, R3 ACN : IPA : MeOH : /k(1:1:1:1)

K3 SHTRRMS RN &4

Q1 Q3 DP CE Q1 Q3 DP CE
Name Name
(mz)  (mz) (V) (V) (mz)  (mz) (V) (V)
1  aconitine 646.3 586.2 141 47 12  hypaconitine  616.2 556.3 71 45
646.3 77.0 141 129 616.2 524.3 71 49
2 amygdalin 475.1 163.0 41 23 13 jervine 426.2 91.1 81 93
475.1 144.9 41 25 426.2 66.9 81 79
3 atropine 290.2 124.0 171 31 14  jesaconitine 660.2 600.3 26 43
290.2 92.9 171 39 660.2 568.2 26 51
4 chaconine 852.4 706.4 211 93 15 lycorine 288.0 146.9 86 37
852.4 398.2 211 97 288.0 90.9 86 65
5  colchicine 400.2 310.0 116 35 16 mesaconitine  632.3 572.2 141 45
400.2 152.1 116 113 632.3 77.1 141 129
6  cucurbitacinE  557.3 497.2 86 13 17 oleandrin 577.3 433.2 66 13
557.3 479.2 86 21 577.3 145.1 66 23
7  cyclopamine 412.0 114.0 96 37 18 scopolamine 304.2 138.0 116 27
412.0 109.0 96 39 304.2 156.0 116 23
8  demecolcine 372.3 310.0 60 30 19 solanine 869.4 399.3 261 99
372.3 340.2 60 30 869.4 7235 261 97
9  digitoxin 782.4 97.1 31 45 20 veratramine 410.2 295.1 91 39
765.4 97.0 31 39 410.2 83.9 91 35
10 galantamine 288.1 2131 81 31 21 veratrine 592.2 456.2 76 67
288.1 197.9 81 43 592.2 574.2 76 55
11 gloriosine 386.1 165.1 121 97
386.1 150.9 121 125
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2 EEHH

&R 2 R A 720, IRAGIEREVRIK % 0.01, 0.05,
0.1, 0.5, 1, 5ng/mL AR L 7= o 7 & ARG AE Tl
E LTz, BRCoy ORFFFRI(RY), & & T RAEng/mL |,
SIN=10) & L FRAE (ng/mL) & O & AU 7= iR i o #H BY
REMER AR, AR TERBY, TXTOK
5y CRERE TIRMEM & RRME E T oiPE T R4 72 /8 B
(r=0.990 85 b= 7=, ZORE CTEEAETH D
LEZbNT,

x4 TEETRBEEHBERR

Name Rt(min)  TERfE  EFR{E  FABI(T)
aconitine 9.73 0.01 5 0.9997
amygdalin 5.76 0.01 5 0.9996
atropine 5.73 0.01 5 0.9997
chaconine 9.58 0.01 5 0.9996
colchicine 9.85 0.01 5 0.9995
cucurbitacinE 12.86 0.1 50 0.9990
cyclopamine 10.47 0.01 5 0.9999
demecolcine 7.24 0.01 5 0.9998
digitoxin 13.91 0.1 50 0.9990
galantamine 411 0.01 5 0.9999
gloriosine 9.67 0.05 5 0.9992
hypaconitine 9.63 0.01 5 0.9999
jervine 9.59 0.05 5 0.9994
jesaconitine 9.82 0.01 5 0.9999
lycorine 3.88 0.01 5 0.9999
mesaconitine 9.37 0.01 5 0.9999
oleandrin 12.90 0.01 5 0.9999
scopolamine 4.83 0.01 5 0.9999
solanine 9.54 0.01 5 0.9993
veratramine 10.08 0.01 5 0.9998
veratrine 10.22 0.01 5 0.9994
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3 HTREEDRE
3.1 BRORLEER

£, ARREEZRE LEATLEEO R EIT-
oo BdmiEHE, BREZEAET LG, —RIZZED
RENEL, ERHMAICADIBREOHRAILETH D,
IO, FLBEILRERORTE 2 ERE L, Bl R O
fEEE BN = FRIE D TITH 2 &L, Vb
BIEOMRF 21T o7, 723, fhHEEE, B 9%
ZEIZ MeOHIRIETITH Z & & L, IBRAERERK Z IR
0 GREFP Sug/mL) U 72 RiTALER R e 2, KimE
@D MeOH RIETHRY ha N THRE DA 4,
70%MeOH V&I TR & IngimL 12725 X 9 AR L,
LC/MS/IMS THIET 5 WMEEE (n=1) 12 XY K
W72 MeOH IR 2B L=, FOREEK 21577,
aconitine % /X MeOH i FEIZ BAfR 7 < BAF 2R BIUED &
L=, MeOH MKW & cyclopamine %5 (& [A]1Y
MK L, F72, scopolamine X EIULR I & < 72 B 1A
M%7 Lz, 2%, MeOH BENMEW & itz N
Rt ThH D0, XUIKEMEOIH D OFEEZ 51T T
HEENEMEEZRLTWRWEEZ BN, MRS
VR [EU SR A BAT 72 B4 D %\ MeOH(100%) 2
ke LT,

160
140
120
100
80
— gCONItINE amygdalin
60 tropine haconine-
colchicine =~ ecceces cucurbitacinE
------- cyclopamine demecolcine
40 digitoxin garanthamine
= e = = gloriosine = == = = hypaconitine
Jjervine jesaconitine
20 lycoline == e+ == mesaconitine
== o e oleandrin «= o e scopolamine
«= o e splanine veratramine
0 = o = veratrine
0% 20% 40% 60% 80% 100%
MeOH (%)

2 MeOH REDHKE

7k, MRETIIHEREZEKT 5720, Bk
(TSI & o TIXRRBRIA WL T D S HEM D 5238 TR E XS
Ry DA A ACHPMEESTIE (LT T~ Y v
ZEES LV DH,) S, HIEMEAEEZR S 2206



WRBZx bz, £, —RNICHE B OR M
BRI ATRETH 2HE08EL, v ) v 7 A&
MEO~ M) v 7 ZAREMET DOOFEEH N
DT EEFELY, b0z s, BILEIZE~ b
Vo2 ZAREBHCTCXLREOHFTNALELE XL
Niclz®w, HPRGERE~ MY v 7 AR OREEAEIT -
7o

AL B ST FH30E 2 MeOH THRE Y XHliH L,
T ORI A A B (B A IRAF =« 50, 100, 500,
1000, 5000, 50000 fi) (= 70%MeOH ¥ THM L 7=
%, IRAMEWEREE Ing/mL (2725 X 9 CimL =
e, InglmL OIRAEEERIK % LC/IMS/IMS CHll
EL, ZNENDE— 7 ME (%) EZR D, X 3I1H
RA R, veratrine S IX ARG RIC L 0 IREEIZ 2 LIX
TR0 7203, 50 54 B T aconitine 23 IE @, lycorine
ERADY M) v I AR EBEZONDLHE— I BRED
WA A LN, 0B, Zhb oy b AmREEE K
LT HERAIZT NY w7 AREND L 720, 500
UL BRI 5 & B — 7 ML ITIE 100% & 7o 7
720, v~ bV v 7 ARNEHTE D EHERI SN,

728, KEA R D B PREE DR EEIIER polg A HECT pglg
DEH ORI == Lk, 5000 [EFHRTH
S>Th, WEPREIEITE ng/mL LLETH D70,
2] CRLIER FIRMELL E& 725 2 &b HlE AT
BEEXOLNT, LoT, MREFRIL, ~FV v X
ZhE, FRHIEE R O ~DAHEEE L, 5000 %
L LT, B4R 72 B R B AR TR 5 D 53T
7ur— (LT 1§ 1iE] &no,) 2537,

140
120
100
X 80 /
S ~ . .
= = aconitine amygdalin
o 60 RErONE = chaconine
colchicine — digitoxin
= garanthamine hypaconitine
40 Jervine Jesaconitine
-------- lycoline +eeeeeee meEsaconitine
-------- oleandrin «e+ee- scOpolamine
20 e solaning s veratramine
-------- veratrine
0

x50 %100 x500 %1000 x5000  x50000

SR NERS
3 T hYUYYRAHMBRDIREE

Bk 1.0g

MeOH 20mL

AT T F A Z(20,000rpm, 1min)
MeOH 10mL TPV VA F

ARE ) X(20,000rpm, 1min)
HT7 A v — (11G2) A1

MeOH “C 50mL ~E &
70%MeOH T 100 {# 7 R

7 4 v Z —(0.2um,25N) A itd

LC/MS/MS

M4 BRIAMDEBASHIOSHIO— (F1iE)

3.2 AAFRFEMBOEINEE

WA HE O Mk e R 2 VT, ARG Z x4
& LTZRILEE OB 21T o 72, IiKIZH 522 Uiz
L» (3,000rpm, 5min) L, MERZERW 725 2R BRI
L7,

ARBUEH T O BARFIRE A E L 72 EHIED 20 a8,
aconitine 223 L H 50ng/mL, JRH 0.6ng/mL Th - 7= &
OS] DG, BRIKHIEE & L TR ng/mL R D
MHMBFAIREZ2 FIENLETH Y, & LIKIIHERE D
RTHEATE RWEEZONT, ok, BRERIN
BENBROVAEERKEBOAFIZAELEBZ X OND Z &
O, BRI~ M) v 7 AREBREANDZ ENRTE S,
ZDZ &ML, BICHIHBRENH S0 RH 1 IEE 1
AL, INEEEBE LA REER (1065 ITEEL
T HEEER LT (K5, BLF 1821k &vo.),

2k 1.0mL

MeOH 7mL
& & 5« @k (3000rpm, 5min)

i) VAN

FEHIAK T 10mL ~ER
T4 NE— Al

LC/MS/MS

5 AHEMPBERBHSONFTIO0—(52:%)



B, B2EIHEREEN/ NI WD, v Y v
AP LD E— 7 BMEOBNAKE<BEND B X
bz, £72, AR LBV, AREFECTIZE ng/mL

(B RBIATE T TIZRZ D 10 5D 1) FBREEDIEE DR
HANETHDZ D, ZNLEERT LI, B
2 WBICE i L7232 HVWie~ b Y w7 AR
MK & RDOENZENTIER L, &8 TRRES % iR
L7z (£5), TORE, EETHRMEIZT X TORS M
0.5ng/mL UL FTh Y, EREEh o BRERD S+
KHARETH D L HER S hz,

x5 TRUVYABRERTEE TRIE (BEA - ng/ml)
JIIRTE3 SR

Name THRE MBI FERME FAEA()

aconitine 0.01 0.9992 0.01 0.9998
amygdalin 0.05  0.9996 0.01  0.9991
atropine 0.01  0.9997 0.01  0.9999
chaconine 0.05 0.9997 0.05 0.9998
colchicine 0.01  0.9994 0.01  0.9999
cucurbitacinE 0.1 0.9992 0.1 0.9999
cyclopamine 0.01 0.9992 0.01 0.9996
demecolcine 0.05 0.9998 0.01 0.9997
digitoxin 0.5  0.9999 0.1 0.9990
galantamine 0.05  0.9996 0.01  0.9995
gloriosine 0.01  0.9991 0.01  0.9999
hypaconitine 0.01  0.9990 0.01  0.9998
jervine 0.05  0.9995 0.05  0.9999
jesaconitine 0.01 0.9966 0.01 0.9997
lycorine 0.05  0.9995 0.01  0.9991
mesaconitine 0.01 0.9990 0.01 0.9998
oleandrin 0.05  0.9998 0.01  0.9994
scopolamine 0.01 0.9996 0.01 0.9995
solanine 0.01  0.9992 0.01  0.9990
veratramine 0.01 0.9964 0.01 0.9995
veratrine 0.01 0.9990 0.01 0.9999
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6 ZUUFMARER
e R =7 =T MzRY =7k A5

N 9 T L4 1) N v 13 1) NI gy Sl B s . £ 4 () B

BT =W BT =W BT EW BT =W

aconitine 105.6 3.2 3.4 100.3 4.4 4.5 95.1 1.6 4.3 96.1 2.4 2.8
amygdalin 104.9 3.4 3.4 100.3 2.9 2.9 98.3 2.3 2.3 103.5 3.6 3.6
atropine 113.2 1.5 1.5 106.2 0.9 1.5 100.7 1.8 2.3 111.3 0.9 0.9
chaconine 101.4 4.8 4.8 101.7 2.8 4.1 97.8 3.6 4.3 104.4 2.5 2.9
colchicine 107.0 2.9 2.9 102.1 1.3 2.9 97.3 2.4 2.4 101.8 1.6 1.6
cucurbitacingE| 102.5 4.0 7.6 94.8 2.1 3.5 95.1 5.0 5.0 101.8 2.6 3.4
cyclopamine | 99.2 1.5 2.7 101.4 1.2 1.2 96.6 1.0 2.2 101.7 1.2 1.5
demecolcine | 105.4 1.0 1.0 102.3 0.9 1.0 99.4 1.0 1.0 100.2 0.9 0.9
digitoxin 102.8 3.1 3.3 95.0 5.5 5.5 90.1 5.1 5.1 101.4 2.6 3.7
galantamine | 107.8 0.9 1.1 99.9 1.5 1.5 94.7 1.4 2.4 102.2 0.6 0.6
gloriosine 105.1 5.7 6.1 87.5 2.5 2.8 90.8 3.7 3.8 95.1 4.8 4.8
hypaconitine | 104.9 3.5 5.0 107.4 1.6 3.6 99.8 5.0 5.0 98.1 3.1 3.2
jervine 101.0 3.8 4.4 100.9 3.2 4.1 95.9 2.6 4.1 99.9 1.6 2.2
jesaconitine | 105.5 3.2 3.2 98.8 1.9 3.2 95.9 3.7 3.9 103.1 1.0 2.1
lycorine 100.8 1.0 1.0 98.6 1.9 2.6 93.9 1.8 2.3 102.8 2.6 2.7
mesaconitine | 103.5 1.3 2.3 100.4 2.9 2.9 95.3 2.8 3.4 98.8 2.1 2.1
oleandrin 103.1 3.6 3.6 103.0 1.7 1.8 98.5 0.9 0.9 102.7 1.2 1.9
scopolamine | 106.3 0.8 1.0 102.2 0.8 0.8 97.0 1.0 1.0 104.8 0.7 0.8
solanine 101.9 8.9 8.9 107.2 9.1 9.1 100.4 6.2 7.4 109.0 5.2 7.4
veratramine | 108.2 1.3 1.3 101.8 2.4 2.6 97.5 2.3 2.3 104.6 1.8 1.8
veratrine 99.1 1.5 3.9 99.7 1.5 2.4 94.2 2.8 2.8 102.3 1.0 1.0
AR R 1 SR

. s FZ (%) 5 BE (%)

e RE ) 17 =W R 0%) BT E|EW
aconitine 85.4 1.4 3.7 98.0 1.9 1.9
amygdalin 84.3 3.3 3.3 99.5 2.1 2.3
atropine 92.2 0.7 1.2 104.6 0.9 1.1
chaconine 85.2 3.0 3.0 100.9 5.7 5.7
colchicine 84.9 2.8 2.8 98.3 2.4 2.4
cucurbitacinE| 98.4 4.5 4.5 95.5 3.9 4.5
cyclopamine | 83.5 1.0 1.7 99.3 0.8 0.8
demecolcine | 83.3 1.0 2.1 98.1 0.9 0.9
digitoxin 93.5 5.0 5.0 97.2 2.9 4.2
galantamine 95.1 0.9 1.2 98.1 0.7 0.8
gloriosine 81.1 3.3 4.2 95.7 5.3 5.3
hypaconitine | 88.1 2.4 3.0 96.2 2.1 2.8
jervine 82.2 4.8 5.5 99.5 3.6 4.0
jesaconitine 82.3 1.5 4.0 94.0 2.5 3.0
lycorine 84.1 0.9 1.4 94.4 1.5 1.5
mesaconitine | 87.4 2.8 2.8 98.2 1.3 1.6
oleandrin 77.4 0.7 2.0 96.4 2.4 3.4
scopolamine | 89.7 1.2 1.4 97.2 0.7 0.7
solanine 88.5 3.8 6.5 96.8 9.8 9.8
veratramine 83.6 0.7 1.0 99.2 1.4 1.5
veratrine 89.4 1.8 1.9 99.7 1.6 2.0
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