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RN A EIRNT BN TERIZEREHRRES QTOFLC/MS 528 F MS/MS
MEBIRE/ IS EERESE S, XEMELYAMERHN7EFIFAI PA 7 PANO
HITRYANERMRIE. KE. T EENEEN . EREDHERERR

2 MS/MS FEEXT 25 F PA/PANO FRAEMRHIT T RIE. FIRXLEHIECIE
M EMEIRESIERE (PCOL), AFFIA PCOL i 44 MEWEZYN
e TFERPH PA/PANOO /8 Q-TOF LC/MS MR T EE D . ER
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1. PA Fl1 PANO BXBEZe4 1

E3F PA/PANO X+ F AEMzp¥9FERSMER, Al
EAINRN., RIEMEESHZITEER T, TETE
HAY 350 ZFh PA B, Y—FHUEWES [1]. SHEE
BEERIEFHKAREE (VOD), XZ2—FE /)&
BKPEEMERBER. MIRBHRERR PA 5, XEHH
ERTRHNZ IR, BINRLEREL, MERAT
RAIFER, MKEKPARETRERE, EEEZERK|E
BINEZ T PA E PANO FIRRFIBAEN 1.0 g/ X (&
K 6/E) 201 pg/k (EETEREH) [2o

PA/PANO (B % REEEMMNMHFHAEIOF (3], HE
B 4. WAE. BENRE=REBIAKRN, T
BEHXZ PA W—FMR, chHZERSEEEBAN, 47
RBEHTRUHEEENNE,; MERANTRERSE
FERBNSBHERA 4. MEMHENERERD
B[FRE PA [5], NMIREEREFREZE PA 6,7, FEXFE
HE—NRHEEERES PA NERS|RHNERENXKG,
MBEN. REE (AERER) « &MTEXRMR
£, BARFIZFIEHEIRE [8.9.10]

PA/PANO B E MM R EERY A REME SIS A ™ E RV ER LD,
Ft BECERGNG E. RERAFER PA KIS

ZHMERNRESTMNEEDFRE THE, BEEFZH
DFENBEXRE (1], FHAEBIELLERKIG. &
B (TLC). ZHiHR (NMR). SHEEIE (GC). KEE
& (LC) FI/RBRBX A (LC/MS)o FIFE GC 347 PANO BY3E
EFHTITEMLIE, LC RENFRAIGIESERLD, H
REFIATNIE PA F] PANO, RFEBIIZEHERES (ESI) BY LC/MS
ABEEFE, AR PA (15502 PANO) BEBRE. =&
MRFR BB A FEEEN, XR—MERHNKE
MEEMEED T E. A, ELRDHFEERITER
AR BZ KRG, NE—HORAGFENEN PA BF
mEREm. B, BAEF=FMHTFIDITEEE
AHTEEEESN, BERNERAFRERMNY. TR
DRFENERE, FJRHEHREMENS D PER
EANR— M MFARIERI PA RETTEMRIRRIR S R,
BEFHNERBFRRHRENITATEE (BHIFH

IE) , WRIEFEREESIEEEREHREIEE R IRE
HMBERENEY. 2RBEREEZENRES THER
RV ST EEH W BIEH TR D . AN

BIRT BN TIERIZERBEHRER QTOFLC/MS 52
BEF MS/MS FEREMMIE LK Rt EHIEEEEAE

Za, WEDEAYMER N FETIRRY PA R PANO #1T
RYANAEERIE. WE. P EENMEED. £H
B EIFRRELN MS/MS ZEIXT 25 F PA/PANO 17
(T T RIE. FIAXLHIESIEZMAUSYEIEES
W (PCDL), ZAFSFFE PCDL TRZE 44 PSEPREYIELY)
MR FTHIEE R PA/PANO, £/ Q-TOF LC/MS P
RHITEE D . ERFERE B FHEREE D £
E 7 IFRRMEERAY PA/PANO, R1EAY PA/PANO BES
FHREMEYESYMERH T F@mP R MESIRT
B9 PA/PANQ, #MFE4FA5Y “Characterization and screening
of pyrrolizidine alkaloids and N-oxides from botanicals and
dietary supplements using UHPLC-high resolution mass spec-
trometry” (F8 UHPLC-E R R L RIEM G EEYIEL
YWME R A RaOn IS BRI E N- S 14))

RIFRNE T DA EMER [12]
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XFHEm. BFRBEUNKLE T EIFMRART SN
FIZETE “Food Chemistry” ({EmftE) ) ZE LT
HHRRIEX [12]o

nEm. HFmiEma it

xR 4 PFIERY 25 MELLAREERE Cerilliant 2% (Round
rock, Texas, USA), HFBREZECHIFRE 1.0 mg/mL BYARK,
ENNMZELERT FEERRIEX [12] F. 5,
K1 PHESHNIREKTEARMETERASERS
BY PA, EHFIERDE1/10

1. PA/PANO ELb#nEE

HESH N-S A ETF B
AR RITHA
N-BHFEER TENXIERR
KEIER N-E A RTTR
AR N-E T EBAIER TR
BRR TR, 25T EXR

N-S BRI 7T e hR FExT

N-E KRR N-ETFERT
mETEXR" REFTEXTH

AR FRER Schimidine

N-E IR T B ERRITH,
EREMR N-E A ER KT
BT B

BT 44 MEMELYFERHTAIER, HFmkiR
FHFRERTIEX [12] . EREAYEE: 14 TR
FeMFEm. 5 NEZMER. 1 NEBEFS. 1 TRE
o 2 MESMER. 1 DPREEMR. N1 NES
MiFm. 1 MRBESE 1 NG, TS T i
B SATICHE RN TEF

BT RIRIIEFSTM PA REM. PANO 5 PA BILL
LR, B3 B IR E# T T
1. BARE#HITEELE

RRE#TERLAENES

F3 MeOH:H,0 FIER#1TiB A R0 IE

YRR EY

RURERER

A

FEREEHITEER, ¥ 50 mg TAEYHERET 2.5 mL H
FEhiB IR 30 28h, FASETE 959 g R TEL 15 28,
ZRERBENRER . WESBEALER, KIRIIE
FBEEMNRX, A LERETF I0nLBERFRS.
EHEE QTOF REABARSAZHI, 49 2 mL IREDE
T 0.45 pm PTFE RIS HITHIR. B RERBE
B0 1%

Q-TOF LC/MS 3#f

K F Agilent 1290 Infinity RAB G L R4S AL & THEC INUIE
SHREBBERE IR (ESI) B9 Agilent 6530 F5H /52 ORAT
“¥47BY(8] (Q-TOF) BEREBER A FARE S, iRERMER
IRERYI# 1T LC/MS £3#. HPLC RABE_TR. BT
ARS8 108 MFLIRIERER B o iF2E e
JBAEB#8, HPLC #0 Q-TOF LC/MS &%k%F3 2 F13K 3 &,

#&2 HPLC &%

e Agilent 1290 Infinity RIEBIE R4
‘g Agilent Poroshell 120 EC-C18,
2.1 x 150 mm, 2.7 pm (BF{4S 693775-902)
RENHE A) 0.1% FREREYACER
B) 0.1% BRERHIZBEAR
e 0-23 min, B M 3% HAZE 4%;
23-45 min, B M 4% F = 15%;
45-55 min, B M 15% F+ZE 25%;
2[5 B 7E 2 min AFAZE 100%
TRIR 0.27 mL/min
BiEfTEIiEgE
SEATRTE) 3% B {R$F 5 min
R 40°C
BEE 2L

#3 QTOFLC/MS &#

e Agilent 6530 ¥5HARE#K Q-TOF LC/MS R4
BRHER RARBREST R ANES FBERE
FRESEE 50-950 m/z

FI&= N, 300 °C, 11 L/min

WS 325°C, 10L/min

ERREN 35 psi

BRBE 125V

EHAERE 3500 V

HFLEBE 65V

J\1R#F RF 750 V



AT ERBTIEREIEEM MS/MS EEMEIE, T8
| MS/MS R FEREK 4 RIS T PA/PANO &Lk
WEHIT . BF 2 25 MU ESYRTHEERTA
FEER, AItBEXERBSMEES,

4. ELEIMS/MS B

E2BF MS/MS R TIHEWIE LY RE R AN FE54F
miTM, ERERARIRENERE R FEdmA
Do KH 1 FSLLE 2 hORIKA 0 7 30 eV BRI IERES,

2EF MS/MS 2L S TOF A Q-TOF /R EREX A R LTRIF
SRAMMIELIETE, B FEIEFREBRNMAS
B, 28T MS/MS HIERERNEEEESREET
EzERE (B2). 855 NRBYNRE S F#T

RN BRE 1.3 amu
Rt fEREE 10, 20, 3071 40eV SERON (L 1), AERKBEERN (LW 2) 4R
FE¥, XEEREFEETRTHEYEEMMAIL,
x10¢ BEF
ol A 300.1799
] ([C,H,NOJ+H)*
> 44
=
2,
07 |[| o
x10° 300.1799
61 B
e 4
E 301.1829
27 (M+H)+
07 T T T T T T T \- T T T T T
296 297 298 299 300 301 302 303 304 305 306 307
R (m/z)
x10* ERBF
44 C
5 94.0653 156.1013
5 [CgH N [C,H NO,J*
= 21
E 120.0805
14 [CsHmer
0,
x 10*
204 p
1.5+
2 94.0649
E1.04 [C,H NI 156.1013
[CBHMNOZP
0.5 ‘ ‘ ‘
0- |.||||..A||||II||1..|| |.||| \ ||I. 1850779 3001795
80 100 120 140 160 180 200 220 240 260 280 300 320
FRfarEL (m/z)

2. AFIB B TTE0eV AHEFEE THRGHI M+H B, FHiBid Agilent MassHunter
EMED MR D FREIREEHTETE, A IR E =B AE
BT ETRIEE, (NS AEEIC (T EFEE, CHID ZRTE30eV il

1BREE THRIZHIEE, C MITEI MS/MS 322 2 E B FAIIE A it

HEEE, Aas A MEE FIMREEF
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EIEBFESIENXT, ERASLRER m/2121.0509 (&
FLIZ0S) #1922.0098 (FRFLBIZS(TH, 1H, 3H-UEAR
B)BEiEDE HP-921) B B E FRIEASHEREREEN
B4R, FH Agilent 1200 RFIFERTE 10011 99 7REL
20 pL/min BRDET, @i T REEE LGS AR EIX
ZEESI BFR

IR R

#F Agilent MassHunter TYEUGEFREMAIREIE (R
SRS A05.01, EMEIBRD MRS B.06.00) o

A MassHunter PCDL Manager (hR7s B.04.00) @l
PA/PANO ¥RIBEFIEE, EIBIEIES, XTIEKRIHEL
ERGEE], AEIEIEES N MassHunter PCDL Managero

MassHunter DT RGERRD FRAEREENEE
F MS/MS #iEFIRINTFBEF, HNAZHE® PCOL FH
BHRREHIEE, B 3 nHARERNLREHE, £
BT MS/MS R4 BRI EIEESHERREN
MS/MS JEEREMHNEREFHITXE, SHI8EF
MM EFIE, OHEEEREREH D EER
HFD, HREESMERHERAESHEESNE
BFNEEBFZEMEXENRE,
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ZR5i1ie g TN [ TR

@i m B ECAREEHIT MS/MS BEAILINFEIBIHRHE CID A
BFERTEEHRIERYIPIEE PA/PANO, 1 m/z
94. 120. 138, 168, 172 1 254 MBI TEERSH
BREF. 510, B 4A FIE 4B FrniiEE R E T
m/z 94.06. 120.08. 138.09 #1 254.14 B F, 7 PA
MEE T SRR B FEETEAEN V-
EET, HETFENHEMN-ShiEETENRHAERS
BREAFERTIE [12] FEFAN B,

WM FEERRICXFER, BN O TSN EREY
MY MS1 ARG B EERAMEINERIDRENE,
m/z 299.2 SoBIARBEIZIRA m/z 329.2 RAIBRR TR
Sh[12]0 fEFRFERRARESL MS F1 MS/MS HUIBRATEIAX 2
X EY, RSNREERERT 2 ppmo

3] A 326.1598
HFEEH 100.00

M) B2

1 118.0861 185.1138 2411773
5.27 3.81 3.62

0- ! ' ! ' [ !

x10° 120.0803 .
84 100.00 CH

2
6 ¢ 4 N, CgHiN*
Cl\'é m/z120.0800

41 94.0652
36.18

Die] 7

18675 2371355 2801527 3261593
| 247 2.30 -
o b it A b l o L
T T T T T T T T T T T T T T
80 100 120 140 160 180 200 220 240 260 280 300 320 340
BRTrEL (m/2)
B 330.1911
s 100.00
6| BRRITHRM

M) 2

158.9612 217.1037 261.1306
012 0.77 . 1.f15|

.
| 138.0902 HO H
! 100.00 \ :
N\ C.H _NO*

8 12

0.75+ < N m/z138.0901

156.1007
2 120.0798
£ 0s- 1Eag | 48.47

| 96.0804 l 254.1368 330.1915
0.25 13.38 10,15 047

0- [ U A | | o *
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
RTEEE (m/2)
4. TEA0eV fi1ZEESE TRERY (A) BFE SHAA (B) KA K TTERMEI MS (£
SEHEAAEFEE) FMS/MS iEEZE, E7 7 m/z96.08. 120.08.
138.09 F1 254.14 L RGEFIEEEF




SRR SIERE

EA DT 25 NSRRI IR ISRV EUR GBI MS/MS &,
REFFEENEBRBFTNMNS FEF (M+H]) £ 5
MS/MS EE, HEIBEIERE, NABERIEUNERE
&, AEEBIEES AN MassHunter PCDL Manager (B 5) o

M BEXTEYIE YA BE R4 7857 mIREIRY B A
Mo BB EMARREE TR RN A IE R SIS E
L, HEFEEETHNPMEFAEEETHERR, 4T

FEEENBRREHNRZEZEUNARNTENEIEL R,
B15E) 100 FIITEZ1E S

BEIAFE-TEEFNESERHRENEN— A
B EEAMFmRSEEMENRIER, EEF
ERBSHH, £8F MS/MS B] 2 EHD BB KR
MS/MS SERHIRIGRIRIAMER (HTFRIER PA NE
BFmalE) HNHE, YISNLaMLREN, X
RIAME R BEF7E TR & MBEL 24 (B5h MS/MS) o

[ MassHunter PCDL Manager - Di\MassHunted PCOLPAs ool [E=EE)
© Fle Edit View PCDL  Links Help
(P FndSpeds (F W S mE @
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EHIMELSHBE R+ TR PA RIS

BRAEGIEREEEH ESI FZE S PDCL HBELIRHER
SEIRMEN EIEREITILERR, AIEEYEAYFERH T
Fi RITEI G K2 PA/PANO, BIEIRHIFENS
MMEELERNTEIIRIFHFEERTIE [12] Ho
PA/PANO BV TE IR F 673 FAFIERR R B FRUKSHAR
EHNEM. BMERESIHFENSILIRE, BRREHRM
¥HIE MS/MS B aEREBTFIEEMAY PA/PANO, EHLtk,
ZAERRATRE PA XEBMEAENGEFE, BEXHER
PR SRo

x 102

1.04 FESIBPC Scan 9811 Petasites Prod.d Smooth
;1
1:0.57

B D*M /\_/\_N\_J\

6 BN (BEE, BWEHRE) NER
RN EEF MS/MS RENBEFBIEE, H
ERTIAER m/z 138, 136 1 120 AVHER F3LE
3EEEME PA/PANO, Bl 7 £/RTTE 0 30 eV RliEREE TR
£ 23 min RGN EIRIENESEF MS/MS EE, RA
0eVBRIFEETHAFEF, ME0eV FUFETKE
BREE, BFIENE, BErBROERZMIS
FEFH&Y. ERRPEFE PANRKRMEE, BE
BTk E S ERIEERRIZENEMEZEEFNESFR
BEYFETE R PA/PANO L EW,

Mo JM

x 102 Lgg) EIC(138.0901) Scan 9811 Petasites Prod.d Smooth

1.0
Eos-
0,

"11002 +ESIEIC(136.0757) Scan 9811 Petasites Prod.d Smooth
. .
EMJ\_‘.MAIVW
0 B Y A
x 102 +ESI EIC(120.0800) Scan 9811 Petasites Prod.d Smooth

1.0

>

By JL
0,

Mww

i T

2 4 6 8 1012 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50 52 54 56 58

SEEEBYIE] (min)

6 EHEI (BLRE, BHHHRE) HERHETIFERERYEILEF MS/MS tEEF

GEIBE, 1EH m/z138. 136 F1120 LAGEFEE FHEE T IEEER] PA
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x10 +ESI Scan:1 (rt: 23.037 min) Frag=125.0V 9811 Petasites Prod.d

1.0+

0.8+
£ 0,61
=
= 04
4 163.0380

02 118.0858

256.1538

x 10" 4ES|Scan:2 (rt: 23.045 min) Frag=155.0V CID@30.0 9811 Petasites Prod.d

4.0+ 138.0904
3.5+
3.04 120.0802
s 2.5+

é 2.04
£ 154

1.07 ‘ ‘ ‘ ‘
051
o |||.| llal bl

163.0379
1741110

218.9948
187.9541
233.9603

256.1525

110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300

BRFELL (m/2)

B 7. TEE 5 BImBIR o W iE B 75BN TE (R BF B (8] 23 53 #40 REBI LB F MS/MS 1ZEl, 75
D00 eV BIRILZEGEE BT, FK1ZT m/z 256.1538 LB FEFo 7E30eV BIRIIZGEE T, YIEXE

EIEIHIE PA BT BIK B F EliE

PA EES T

EBLARESH, 8% 05-500 ng/mL SEEREIKRE WL
BV ERZ, FHiaH) 500-5000 ng/mL SEEIRE ML
BV R, FEIFR> 099, N-AEUIRETE
W ERERMETFEXEUERIN X=F{LEWHY
RO R ESEE 49 31 9 5-2500 ng/mL. 20-2500 ng/mL 0
1-2500 ng/mL. LR =L EHBIKMER (LOD) 73 3179
1ng/mL. 5ng/mL#10.4ng/mL, ERHLEYHILOD NF
0.05 ng/mL #1 0.1 ng/mL Z 8o

£ Q-TOF LC/MS £ MS {2 FXI ¥ B HITES
DHr. ITTFHFER PA/PANO, D FBF (IM+H]Y)
FIRENE F&IEE (EIC), HiBIFRHRAEIRER.

#d O-TOF REEXA AR HRRERMNE DY ERINEE
RMEZFEN, FMEEYIEAYNHTHINEE DS
AEIARERRIEX [12]. FEBYELYREFEN

PA/PANO 1REIZEH &K1, BIRIEAETFEER=EMNL
MR A EFBEED . A, NREWELYRIFHE
KRHE, MAER Q-TOF LC/MS Ak, HFRERHNFEFIE
BEERHENEINGEY), HLLEE QTOF LC/MS 5
ELURMERFBM AR,

it

B AEMEF TS ERRY PAF] PANO BERF
ETFZEY (BFEEER. FRANIREY) P, T
EXFNS— M REZERBAE PA/PANO HEZFI4H
FEHISIEENEENMK, FEitt, PA/PANO BYHM. FRAEF]
EENMIERER,

RE=ZZMRITFRHRBKARAIEZESEHTFERE,

BEEADNEENITER A —ERBEMNRS, LI,
—ENRFINAERTFRERTNY. BEE2ETF
MS/MS THEERY Agilent 6530 FEHAI= 4L Q-TOF /& FaEXF



RGATEE PA/PANO 18R NEEBRRHE T —
MERAR, FRPERERHENSIIGE. EAE
DYEFEHRBEE MS/MS EEIXT 25 F PA/PANO &Lb
FREEFIT T /AL, FIFXLEEIERIR PCDL, 3% PCDL &E
BENEEREEYEAYHER N TTERPH
PA/PANO Bt &Y. ERFHEER B FHEHREEY
SUETTIHESUEEM PA, ERRE, ZHER—
MEEXH. SEREAENMNAGE, EEd—RE
EETNENEAYAER N RPN EM R KM
PA/PANO #1TRIE, R PA RIEEBEBN FIEEMER
FRR I EE IR AFRY PA.
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