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W OE: B & e SO g - B B RS 75 (ultra performance liquid chromatography-tandem mass
spectrometry, UPLC-MS/MS)IMEZGFEH 15 Fhubng B FgnE L Wi ae 25 5 w0 ik, Ak fdhhitng B
VO E A= W08 HE R OR T 0.1 mol/L AR /KA AR I, i Oasis PRIME MCX [ AHZE UL AL, R
UPLC-MS/MS #4553 . RH] Acquity UPLC BEH C s (335455325, L 0.1% H R 7K - HY B Wk Ui s AR A T8
JEVRME, Hamiss B FURIE B LR, 20 A, ARk e . R 15 Fhilg BLPGEAE Y6
R A —E RN I R R A, HDER BT 0.999; R 0.50~10.00 pg/kg, RN
0.15~3.00 pg/kg; BAERE S HIINFREICRE R 82.8%~92.4%, HARIFRAEMZE F 2.1%~4.9% (n=5). @i %k
YA AR %5 5, FEINT A, BB [R) I 22D 48 AEAT: il v 1) 22 it g B 94 g A W A 2K 5 ik

SRR LS PG IE A VYRR R B O (3 - FR IR T I Oasis PRIME MCX [EIARASUNME; 4578
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ABSTRACT: Objective To establish a method for determination of 15 kinds of pyrrolizidine alkaloids in Chrysanthemum by
ultra performance liquid chromatography-tandem mass spectrometry (UPLC-MS/MS). Methods Pyridolizidine alkaloid toxins
in the sample were extracted with 0.1 mol/L sulfuric acid aqueous solution and purified by Oasis PRIME MCX solid phase
extraction column, detected by UPLC-MS/MS, separated by the Acquity UPLC BEH C;3 column, and using the 0.1% formic
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acid-methanol solution as the mobile phase for gradient elution, ionized by electrospray ion source positive ion, monitored

by multi-reactive ion monitoring mode, quantified by external standard method. Results Good linear relationships were

seen for the 15 kinds of pyrrolizidine alkaloids in certain concentration ranges, and the correlation coefficients were more

than 0.999. The limits of detection and limits of quantitation for the 15 kinds of pyrrolizidine alkaloids were in the ranges

0.15-3.00 and 0.50—10.00 pg/kg, respectively. The recoveries of negative samples ranged from 82.8% to 92.4%, and the

relative standard deviations were from 2.1% to 4.9% (n=5). Conclusion The method has high accuracy, high precision and

short time consuming, and can simultaneously determine the content of pyrrolizidine alkaloids in a variety of

Chrysanthemum samples.

KEY WORDS: pyrrolizidine alkaloids; ultra performance liquid chromatography-tandem mass spectrometry; Oasis

PRIiIME MCX solid phase extraction; Chrysanthemum
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ALk s BTG I A= Ml (pyrrolizidine alkaloids, PAs), X Ff
XUHA % BE A= W0, | IZAAE T 2R, fE— e
Erli s sy . RABmiYRIERE. Bl PAs
ELE 4 A ka4 TG 20 B A R KR AR 4144 (Food and
Agriculture Organization of the United Nations, FAO)FI{th %t
TAZH 4 (World Health Organization, WHO)IA }y PAs &1
2577 5 SR A R ™ B AR A T Y IR
B PAs B BEYE S AR B VIR, T U T BR 45 ) 11
PAs HAGRFIE#EE, S rsmirmifh . AR e S ik
BB 2019 AES25E LT BREEME : BN R RBA R A
i 035 pg, JLEAHE 0.14 pg, RS AL (World
Trade Organization, WTO)51 %) 5 AR BE 2 7% 51 23 %8 [R5 [ 1
H RN 258 v PAs 5 el T A A i 15554 W & dh
FNAA AL L T 2 St (Rapid Alert System for Food and
Feed, RASFF)L (A3 [ H 11 22 K 9 () REA 25 5k b PASs
Frimad E R AEY . REC LSS A PAs M2
WCER A E 25 MR UE D K35 16 Y PAs HAA B X,

{HAGAE T PAs PSS B & B S5 B Z AHDCH I . H Al
BTz m s kil ik, 454 PAs 1Y & E/KOT-IR A AR
WEBTEAN, AT UEA TR 5 IR e, XFAgAER AT . I
B PAs JlL0r RGN 0T . SAEL A MERTFAN DL R 35781
2 R P S8 AR A T T JR R R A A A .

HETHT PAs R Wik F 8 M 15 (gas
M &3k - B3 1k (gas
chromatography mass spectrometry, GC-MS)" | Wi AH €43%
#:(liquid chromatography, LC)!' ™18 VA 233 - 58 B¢ B 5 v
(liquid  chromatography-tandem  mass spectrometry,
LC-MS/MS)!" 27 fugzg 2 kP i JHRIE P R 40k
JE B SRR A GC-MS K GC IEAF ek R s, Fase vk
%, FERHG, RRTBAEE, HATHH GC-MS M1 GC £
Mo RS BRI RN OO EEIE AT PAS
FRE L JUEARME, FAAERAR TR MR, 2
i PAs # 5% B4 562 LC 8 LC-MS/MS, {HHFFE

chromatography, GC)*® |

HHZ (8 BER MS/MS I &, Xt TR TxT BEARE & ) PAs
R A AT R (pyrrolizidine alkaloid N-oxides, PANOs) ELAY
BRI Jay BRAE RIS G 1 o 8 o R €% - P R B i
(ultra performance liquid chromatography tandem mass
spectrometry, UPLC-MS/MS)H. A5 R =y, SEHRm:ar 4
S, G T2 H PAs BERTEE SREUR ™ il v A P E B
Frt3s (R BT A 1 T A AE T PAs (Y A

%F PAs K I PANOs #iib ¥ H R 32 )y kA
QuEChERS 7, [EAI#£H(solid phase extraction, SPE): |
W ZE I (liquid-liquid extraction, LLE)#: ., HHJ PAs M H:
PANOs f5c# i A HT AL FH 7 12 & SPE ¥k Hiit Cy HEAI Cig
HEEH A SPE /MEN OO e T AE IR Z ik, 2
@R M PR ST, 20 B M i) HERR P L
Fe RAGIE =W . SR PAs J& T8 AL W00, b h
PG W AT RO )5 i R T P B At . e 158
AL AT LA RO 25 bR s RO 5 S A e Tk B, X
PAs LLJ PANOs A7 RAFHIAALEORY. Oasis PRIME
MCX J&— R 2B R A B2 (SO RIS BH 25528 46 )SPE 7 il
H¢ Oasis PRIME HLB A1 81, B A Oy ol 2 o (9 00
5 PH B - S R X B A S T R SR AR S B, X
7 O T AL RIS B AT (), SRR TR, REAS AR
i DR BRI i vk A 5 04 R e fRT Ak o BT dedE . SR, H
R ATTE PAs 7 R A S ATAL FE R T Oasis PRIME
MCX [ AH A JORE A 7 A0 Y SCRRR I

AW S b AR i A 35 0 R AR AR A, T
T % Al Oasis PRIME MCX [ A % B /N kE 25 4
UPLC-MS/MS *f 15 Flt PAs 3R 1E 3 FIAIE(BLI2 . 515
F 2 ) S SR AT TR B 2 9 0 12k o 2 T TR I AR [ 44
AELE AN, W G BT L, TR U R R I, I T AE
F14 [ o 5y B 2 XU AT i 1 7 S

1 MRERE
1.1 #MR5EH

RS ESNIGESEIEZ PGSR RS
PAs B ZARUER (T BOLTH-N-S ) . IR THDE
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5L, AR AR AR ECR RO - A B TR RE G AR R 15 Pl i HL PG A e R 43

Bl 3T BUOBIE-N-S AR . BRORITSEL-N- 1k . 81T
HBHE . BRRITSRIR . KITSEHR-N-S 08 . T HOGAE R o6
N-Fd) . FEOGIER . (LR E-N-AY . (B
B.ORIFEM. T HEE-N-A Y . THOe . T 5okT
B &R T 95%, f[E PhytoLab GmbH & Co. KG 2>
Al); BB RS, fEE Merck AH]); MBR(AAT4E, Ezy
SRR FRA HD); S28e K Milli-Q @B 4K .
1.2 UE5EE

UPLC Xevo® TQ-XS il i AR €13 - A3 B o {3
Oasis PRIME MCX [EI#1Z£ Bk (150 mg/6 mL)(3% [E Waters
43 #)); Vortex Genie 3 iR R % a4 (B2 1E TKA A R]); 3K15
B HLEEE Sigma 23 F]); XPE205 +1 502 —HL T KF
(K& 0.01 mg, Fi1: Mettler Toledo 2\ 7))

1.3 WA
1.3.1 Hamara

FREL 5.00 g 25 FEFE MBI 2 0.01 g) T 50 mL B0
W, A 10 mL 0.1 mol/L BRFER /KK, 10000 r/min 3R
Ji 1 min, FFLA 300 r/min BEHRZILE 30 min; 25 LA
9500 r/min BEELG 5 min, WA FIER, BEEFTA 0.1 mol/L
TR /K 10 mL #2501 Kk, $RBORAIF BRI =
Oasis PRIME MCX [EAHZEHUME, ITAHEE 5 mL #k i,

TN 5%%4 7K LA 5 mL YEM, 40 °C R &SR T
W AT mL 0.1%H BR/K-HEE(90:10, V-V E ¥, i
0.22 um JEME, UPLC-MS/MS FEAEZMT
1.3.2 AR/ R AL

Iy AERFREL 15 Fh PAs RN EREHE
0.1 mg), FHMHEEVfE, FCHl 1 o/L AR MERE %, —20 °C
PRAF; A ER A | mL FRIERE TR T 100 mL R,
FHRFEESY, Bl 10 mg/L MRS ARIERG TR, —20 °CIR1T:

FEFVCHCAR MR IR : 2 1.3.1 A 39823 AR ML VAR,
FHL ST G i R T R oL 6 TR B s A B TR L A
133 &#ntis

{34 Acquity UPLC BEH C;g (100 mmx2.1 mm,
1.7 pm); FEFERFL 10 pL; 3E: 0.30 mL/min; JaHAH:
AR 0.1%H R KW, B W, B EBEFRIT: 0~1.0 min,
90% A; 1.0~7.0 min, 90%~10% A; 7.0~8.0 min, 10% A;
8.0~8.1 min, 10%~90% A; 8.1~10.0 min, 90% A.
1.3.4 F#E&n

B FUE: HLBE%E B T (electrospray ionization, ESI);
BAEHEIE: 2.0 kV; BEFEEE: 150 °C; BIAEFIS R E:
1000 L/h; BEvARISIEE: 500 °C; HEFLAWHE: 150 L/h; 15
Fl' PAs BER B T F B SO LA | Rl RE & 40
#1 PR,

F1 15T PASSENEEF. FEF. A BERHAERS

Table 1 Parent ions, daughter ions, cone voltages, and collision energies of the 15 kinds of PAs

PAs B &K B4R B F(m/2) FETF(2) HEFLH R/ V i g /e V
- N L 168.09* 27
i T BGIR senkirkine 366.20 122.16 31 et
*
BT BOBH-N-E 1LY retrorsine-N-oxide 368.18 1?17‘32 5 ;‘i
T . 120.14* 27
]
3 B Bmk retrorsine 352.18 138.09 57 27
e A Al S : 120.08* 35
T HOLHR-N-E A jacobine-N-oxide 368.18 296,18 13 25
R R IT S 0-N-2 k) europine N-oxide 346.17 172.12 59 31
111.10 41
P
T HOETH-N-E 1 senecionine-N-oxide 352.20 93.99 5 39
136.08 39
NP Lo 120.14* 27
T HE T senecionine 336.18 93.99 87 31
*
KITHIE-N-R AL heliotrine-N-oxide 330.23 iﬁ}é 63 g;
P
RAR-N- seneciphylline N-oxide 50. :
T HOGIE R -N-A 1 hyll d 350.18 1?‘91' ég 39 gi
e . . 120.14* 27
T HOLIER B seneciphylline 334.18 138.09 43 27
. . 138.10% 19
RIT M, heliotrine 314.23 15611 13 25
3
fEBEBER -N-F AL intermedine-N-oxide 316.18 gé}é 45 %
- N . . 120.07* 31
T HOL jacobine 352.24 15513 17 25
TN . 138.10* 17
W £
RICRIT 2R europine 330.23 25416 53 7
S . . 94.12* 25
13
[ & intermedine 300.21 138.10 35 17

T g R T
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1.4 HEEALIE
UPLC-MS/MS %dis R A1 Waters TQ-XS MassLynx
V4.2 B, AhEREEE A2 E SR A OriginPro 9.1 {4,

2 HREHR

2.1 NEBEHHK

i | UPLC-MS/MS %€ PAs T2 I £ % I HLIFT 55 55
FURIE B T B AR 15 Fh PAs 2 54 I B
il % 1.0 mg/L BIARER I, il 1T UPLC Xevo® TQ-XS M
RORURE €23 - ER B BT A B 47 19 Intellistart K4 X% 15 Fl PAs
BEMEEF, FEF. LR R TR,
RIS B FRIEE FRERAT 15 F PAs REANRG
TARGFImRR, 12 1 PR,
2.2 HEIRCIEBEHIK

PAs 5 3 14 H2 U 79038 5 0f FH K10 s g F 01,
FLUnR ARG K PT4R F PAs # RGN, 4 il 58
T 0.1 moV/L B2k . /KA EEXS PAs B2 Ik
S BEAT BRI, R FH FP P B [ i o3 450 8 R FH /K B B
PAs 3 M ENSCR, T A BRI B, ISR I 4R
R PR BB B BN 3R I TR T 0.1 mol/L BRER/KHZHL
PAs T M ENICR, Ir LU 2R 0.1 mol/L SRR /KA %
B PAs FEE . X AN N PAs H K8 Tk JEELE Mron,
TERRMEIREE b LB TR UL, KV P S5

2.3 [ERZERERYIAE

& 1 TR, #%# Oasis PRIME MCX #1 Oasis MCX
R A A IO A 7 B A . FE A 16 P s IR S 22 BT
F45 . TTAMZAS 3 RILTIAT08, SEIBA MR S it
rsm el se 5, HdE T BOER-N-Rdy . THEEIE
RIE-N-F A T BRI A 45 16 T B v B2 ok 10
15. 20 pug/kg, B4 12 Fl PAs BEZ R IIMEE N 2. 3,
4 ug/kg. B4R Oasis PRIME MCX [& HH #5 BU/ M 1k
Ji B K 3E(83.0%~92.4%) YA T2k il Oasis MCX [ #H
ZEBU AR BB R (71.0%~80.0%) . 45 R A, L7 TE
A FISEA 25 52 24 A0 B8, @ 4 Oasis PRIME MCX [ FH 2%
FEF AL, HESERE T TR s Bl % |, LT Oasis
MCX [ 40 A BUHE I i AL RIUR o 53X W] RE 2 R R X F 235 46
B KB, M EL Oasis MCX [ 40 25 UH:, Oasis
PRIME MCX [& A A5 BUR: o] DL S 47 W% B, H G5 T 1k,
P e Ak st i) 2 400 2 A IR R A A ) T S £ 5 A 1
AEIVE o KT e 4 b A: EABFSEIEER T Oasis PRIME
MCX B AHAEHUH: o

2.4 BN, fRERZ. RERMEER

FEFERAGAEIL T 15 Fh PAs 8 K 1Y R0 i 2R
B 5T VU I B o 2R AR R/ P R AR T 2k R R

120 - I MCX B AHAE UL
[ PRiIME MCX [EIAHAEBUR:

1SRl B P e A e R

B ASIF] [EAHZE B XS 1SR P ASTE 2R ISR 13210
Fig.1 Effects on recoveries of the 15 kinds of PAs in different solid
phase extraction columns

x100% T Tk . G5 R BEE 100%, 2 BH 3G 500 i
AN MEEIRINT 100% B A7 78 L BRI 2%, KT
100%I0} 22 B AETEJE FRIGHRSON . 15 F PAs T & AR TRRL
NN 2 fR, b T HERG G PIEE THERRI E, SR
Jo VG T o i 25 00 T8 ok 35 50 4 SR R S . SR P 2 62
FIEEBRCH] T 3 NEOR RN S AR AR L 3T
HGH-N-E AR . T BEAE R B-N-F AP AT B emkm
FTHREH S 5~500 pg/L, A 12 Fh PAs 3£ B TR
1~100 pg/L)i b 8 i 25080 AH €635 - o B 5 1 A1 7 40 #T,
S ) 06 T AR e VR b v phh 2, A5 B AR 56 R B (r?) B
LRPERIH AR, Wk 2 fion . TEMINIH LI 15 Fh PAs
BREMCRRIF, HXRBCBHRT 0,999, HRH 10
FEAE 1 L (SN=10)E1 TR LI, 15 Ff PAs ERE =R N
0.50~10.00 pg/kg; 4>RH 3 F5{EM: HL(SN=3) A TAGF I,
15 Fl PAs FE R A H Y 0.15~3.00 pg/kg. % B EIRCE F
2019 AL M BRERE : A KB R AR 0.35 pg,
JLEARRELL 0.14 pg, 72 R BR A HY PR REWE 2 2R
25 EWRERSHERE

RIS . ST RS 3 2RI TS N RO,
FEIFSLAR R R AR BRI 22, QN3 3 Fizs . FERT 25 B
FEG AN 15 Bl PAs R OIERWE 2 s, 5T H
Fehs-N-S L9 . T HLYGIE R 6-N-S Ak AT BLG B e bt
M2 PRI 10, 15, 20 pg/kg, T4y 12 Fb PAs
HEMWIEE R 2. 3. 4 pg/kg, [F—REEEHK 5
TTRERD, 3 IREEZME
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Table 2 Standard curve equations, correlation coefficients, limits of detection, limits of quantification and matrix effects in different

matrices of the 15 kinds of PAs

T PAs B % PRt £ 2 MXRE) KB/ (ug/ke) ERR (ngkg)  FEFBEON /%
o G B Y=52540X-3996 0.9992 0.30 1.00 97.7
81T BUOGH-N-4A 16 Y=2082X-46.10 0.9996 3.00 10.00 103.5
18T FEL 6 Y=10290X-107.9 0.9998 0.60 2.00 105.9
T HOE-N-E 1L Y=14590X-1434 0.9997 0.45 1.50 111.8
BRCRIT ST -N-A 1L Y=76200X-2028 0.9995 0.24 0.80 91.4
T HOETH-N-F e Y=10080X-314.0 0.9997 0.60 2.00 102.1
T HE T 0 Y=19020X-1929 0.9998 0.45 1.50 103.8
R KIFRIE-N-AAL W) Y=79580X-7300 0.9997 0.24 0.80 99.3
THOGIERBE-N-SY Y=7417X-280.0 0.9994 0.75 2.50 103.0
T HUOGAE R 5 Y=17150X-836.0 0.9993 0.45 1.50 103.2
RIT 0 Y=122340X-3192 0.9994 0.15 0.50 95.7
PR BB ER-N-A AW Y=31950X-546.2 0.9995 0.36 1.20 93.8
T B0 Y=7370X-341.0 0.9995 0.75 2.50 106.4
BRI S0 Y=104800X-6090 0.9997 0.18 0.60 93.6
AR Y=98700X-9340 0.9993 0.18 0.60 102.8
5 FC T B Y=54900X-1010 0.9995 0.30 1.00 99.5
18T BUOCHE-N-F LW Y=1689X-74.80 0.9998 3.00 10.00 107.0
T G Y=9444X-621.0 0.9995 0.60 2.00 104.8
T HUOGHE-N-F ALY Y=15942X-808.0 0.9997 0.45 1.50 102.8
KRR ITSI-N-A 1L Y=79014X-8972 0.9991 0.24 0.80 92.3
T HE TH-N-2 L Y=9161X-168.0 0.9996 0.60 2.00 101.9
T HE T Y=19866X-1637 0.9993 0.45 1.50 103.9
Gig | RIFI-N-A 4L Y=79319X-661.3 0.9995 0.24 0.80 100.3
THOCIER-N-FY  Y=8623X-480.3 0.9994 0.75 2.50 104.4
T HUOGAE R B Y=16043X-4274 0.9998 0.45 1.50 105.4
KITHD Y=139877X-17486 0.9999 0.15 0.50 96.9
PR BB ER-N-A AW Y=41084X-4881 0.9993 0.36 1.20 92.4
T B0 Y=7713%-174.0 0.9999 0.75 2.50 110.6
BRI S0 Y=99156X-1108 0.9998 0.18 0.60 90.6
S e Y=94836X-1214 0.9996 0.18 0.60 102.6
5 ECT B Y=63518X-1456 0.9995 0.30 1.00 99.5
BT HOGH-N-Z ALY Y=2106X-18.93 0.9992 3.00 10.00 104.0
T G Y=11322X-332.0 0.9999 0.60 2.00 105.0
T HGHE-N-A Ak Y=15661X-1294 0.9992 0.45 1.50 107.5
BR RT3 08-N-E 04 Y=78072X-2996 0.9997 0.24 0.80 94.5
T HOETHR-N-E Y=10790X-140.2 0.9995 0.60 2.00 101.5
T HOGT 0 Y=22471%X-300.3 0.9993 0.45 1.50 104.9
EX RIFZRH-N-E L) Y=81397X-4260 0.9996 0.24 0.80 100.1
THICIER-N-FY  Y=8662X-593.2 0.9997 0.75 2.50 102.1
T BB IE R B Y=17709%X-2023 0.9998 0.45 1.50 107.0
RIT Y=136391X-2300 0.9993 0.15 0.50 98.7
e R -N-A b Y=39560X-1513 0.9998 0.36 1.20 97.3
T H 0 Y=7593X-141.0 0.9997 0.75 2.50 103.6
WRR T S Y=110899X-9915 0.9998 0.18 0.60 94.5
P PRR Y=94281X-8085 0.9994 0.18 0.60 104.7
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#3 MA¥. REMZFP 15 # PAs FRHEWEMEXRERZE(N=5)
Table 3 Recoveries and relative standard deviations of the 15 kinds of pyrrolizidine alkaloids in Chrysanthemum morifolium Ramat,
florists Chrysanthemum and bo-Chrysanthemum (n=5)

MEE] il =5
PAs %% VR i [ET g S (R 6F e FCRGEREE gk [ iz S (A
/(ug/kg) FrUEDw22)/% /(ug/kg) HER 22)/% /(ug/kg) FRUERG 22)/%
2 84.8 (3.0) 2 91.2 (3.0) 2 91.7 (4.5)
ST HOGH 3 87.5 (4.3) 3 83.7 (4.1) 3 92.1 (4.9)
4 88.1 (4.6) 4 85.0 (4.7) 4 85.2 (4.5)
10 88.0 (3.1) 10 87.2 (2.7) 10 89.3 (3.2)
7T HEOBRE-N-4 P 15 87.0 3.1) 15 86.0 (4.3) 15 83.5 (3.7)
20 87.2 (4.9) 20 88.1(3.1) 20 83.2 (4.2)
2 85.3 (4.0) 2 85.3(3.3) 2 89.3 (2.6)
8T BB 3 88.8 (4.0) 3 86.7 (3.9) 3 92.4 (4.0)
4 83.6 (4.1) 4 87.5 (3.8) 4 84.3 (4.6)
2 88.0 (4.1) 2 92.2 (4.0) 20 84.7 (3.5)
F B EH-N-4E 1k 3 92.4 (4.0) 3 83.1(3.7) 50 84.6 (4.0)
4 84.0 (3.7) 4 83.6 (3.9) 200 85.7 (3.7)
2 91.7 (2.8) 2 90.8 (3.3) 20 90.3 (3.9)
R R IFSER-N-A b4 3 83.0 (4.7) 3 82.2 (3.8) 50 91.2 (4.4)
4 83.8 (4.6) 4 91.6 (3.6) 200 82.8 (4.9)
2 88.0 (4.1) 2 85.2(3.5) 5 89.2 (4.3)
T HLTI-N-F Ak 3 91.6 (4.2) 3 87.9 (4.3) 50 89.1 (4.5)
4 91.6 (4.3) 4 89.5 (3.6) 200 89.8 (4.7)
2 92.0 (3.1) 2 85.0 (3.3) 5 89.5 (4.9)
T H LT 3 92.2 (4.2) 3 87.2 (3.4) 50 91.4 (4.4)
4 84.2 (4.0) 4 89.2 (3.8) 200 92.2 (4.9)
2 84.3 (3.9) 2 86.0 (3.2) 5 84.2(2.9)
RITFHI-N-L b 3 84.0 3.4) 3 85.8 (3.0) 50 84.7 (4.4)
4 85.3 (3.8) 4 90.1 (3.8) 200 84.3 (4.8)
10 87.0 (4.0) 10 85.0 (3.6) 10 86.3 (2.8)
T HUOGAE R BE-N-F A 15 90.0 (4.1) 15 85.6 (3.5) 15 87.2 (3.8)
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Fig.2 MRM chromatogram of spiked Chrysanthemum morifolium Ramat sample
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