TR o VR € 33 - 8 3 RO T U ) 3 A P v 15 ik i B E RS A )

RBH K S ik

L 1R AR 00 3% -5 0 B B O [ B 0 5 23 - o
15 7f Atk i HRL Y e 26 A= ) i

#EmM,FEA LR AR L5
(1. " EHLHEREFR R, T 1001765 2. AL ERHI R, &K M 510435)

 E.EN SR [ARMEE-FHHMMEER ARt P 15 A ks 2 e £ A B (PAs) 89 5 A
k., Hik ATETRAKEREARIEN, 28 FRK,RAME T X% (MCX) B 48 3 AR 444,24 4.0 mmol/L
VBRI (A 0. 19 F BR) A= P BE 4 5 Sh AR A4S B 2R L, HSS T3 A (50 mmx2. 1 mm,1.7 um) % & , & £ 8 FEXT
KR E S HREA RS- KRB RAERLEREX (FUlMS/DIA), £ A THBLAELZER BFRUREZBHRELY
Wb 3R AR 3 ERRMBELMAERL BT 15 HRE L EH R E AN HAE 0.5~200 pg/L 8555 H R KM £
A RIF(R*>0.99) Ao 2 FFRA A4 0.35~4. 69 pg/kg F2 1. 18~ 11. 17 pg/kg, KA % F ik % 20 4] 7 & % vt
B &GN, BIAEFADE S T2 AN KTHaenKmR, it AF(ZIHES EARET, TH
Rt 15 Ahubeg 2 Hve K A N R 2R,

KER Xt RERRMEE-HHIHREBFELEBREE BT A 2GR LAY, HBEHFE

FESES RI55 X EKFRINAD : A X EHS :1004-8456(2021)06-0783-08

DOI: 10. 13590/]. ¢jfh. 2021. 06. 025

Simultaneous determination of pyrrolizidine alkaloids (PAs) in tea by ultra-high
performance liquid chromatography-high resolution mass spectrometry
XU Xiuli', XU Bozhou', WANG Han', QI Chunyan'’, WANG Xiujuan'
(1. Chinese Academy of Inspection and Quarantine, Beijing 100176, China;
2. Guangdong Institute of Food Inspection, Guangdong Guangzhou 510435, China)

Abstract; Objective To establish an analysis method for simultaneous determination of 15 kinds of pyrrolizidine
alkaloids (PAs) in tea by ultra-high performance liquid chromatography-high resolution mass spectrometry. Methods
Formic acid aqueous solution and methanol were used as extraction solvent. After the ultrasonic extraction and MCX solid
phase extraction purification, the analytes were separated with HSS T3 chromatographic column (50 mm x 2.1 mm,
1.7 pm) using 4. 0 mmol/L ammonium formate solution (0. 1% formic acidinclusive) and methanol as mobile phase for
gradient elution. Finally, the eluents were determined by full scan/data independent acquisition ( Full MS/DIA) of high
resolution mass spectrometry in positive mode. Results  Depending on the comprehensive data, the characteristic
structural fragment ions of 3 kinds of PAs were screened out. Good linearities in the range of 0. 5-200 pg/L were observed
for 15 kinds of PAs (R*>0.99), the limits of detection (LODs) and the limits of quantification (LOQs) were
0.35-4.69 pg/kg and 1. 18-11. 17 pg/kg, respectively. In this study, 20 commercial tea samples were analyzed using this
method, and Jacobine was detected in 1 camomile tea sample, all the other measured values were lower than the LODs in
the method. Conclusion This method has high sensitivity and stability, can meet the simultaneous detection requirements
of 15 kinds of PAs in tea.

Key words: Tea; ultra-high performance liquid chromatography-quadrupole/orbitrap high resolution mass spectrometry ;

pyrrolizidine alkaloids; high-throughput screening
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BRI BRI 9 N B4 % B PAs R R R 0 8 A HfaE
25 B B PEAS MR XT PAs (94 H A & AR A R
i, G P B R B O B A I TR B T RO
TR PASTT™ 7 B R [ R 2 op Y
AR N H K PAs AR 1 g, B5R Al 3]
B 3t 6 &, )4 H B R4 A S FERE 0.1 pg'” .
2013 4F | £ [ 15E X B B il BF 5% 1 ( Bundesinstitut
fir Risikobewertung, BfR) JF J&& A 2% i 7= i m ik 0%
BV E S A W e R I, X i AR 2R
2 Ik g BT E SR A e AT AR, R B AR
AT B S R PAs R RN, R
SR BIR R, AR KA 1Y PAs & 5 80 1Y 77 i A
MR B E B R R EN s G ®
JUEE 2R3 DA K FL I 0 e e e, HL v B
FMA G T2 rh PAs 19 BR 32 5 1 K AR B A I 7
bR

HHi, PAs B9 A I J7 ¥ 32 2 60 46 W 2 635 1%
( Thin-layer chromatography, TLC )™ 4 & /3 HF
P R RE 3R % (Nuclear magnetic resonance
spectroscopy NMRS )" < M & i ¥ ( Gas
GCH)'™M L WA & 3k ( High
performance liquid chromatography, HPLC )"’ il ¥
AH A % B BB BT 75 ( Liquid chromatography-tandem
mass spectrometry, LC-MS/MS) "2 205 Ho
TLC Xf 5 4 5L PAs Ay IR dit 23 A 19 R 4503 T 3k
FEPERCE Sy o3 vk B B PR R S v R A R
H SR R Z B P HRE T A AR &5 4 2
LY, J7 ¥ 1Y 3 9 L™ H A2 BR s NMRS 7T ] T PAs
ISR S HON BB R AT E B A0 Hr . BRI Z A, i
T R 2 o3 TR AT BRI AT ARk
BAEA AT HIT GC 23 M7, 10 H PAs B4 5 AE 1 55 4h
WSO TE | i B R ] HPLC B 58 MG I 48t HL AT Js)
PR, LC-MS/MS PH M i e 5 1 R ey B 3%
A R I AR R B H 3 T i

AT 5 ) v 25800 A €2 3% - O AT/ v 37
T8 B 43 BB ( UPLC-Q-Orbitrap HRMS) |, 76 1F 2
TR AT SR H 4 B0 R KO R 4R (Full
scan/data independent acquisition, Full MS/DIA ) i
AR PAs B T35 W RO, 75 3 PAs RRAiE 454
PR 1, HORR R AR S 1 5 R ot B2 O PP Al P A
B HEAT R B AT A b g R 0 2K AR i e
SERIZEAUW . AW ST 38 3 O B I R] | — SRS % T
FIRFAE S5 AT 7 8 7 AT 22 1, AT — 200KG %5 It it
PEAT R B DAORIE T E S5 R e e AR A
T 5 A ) ARt Ak 3 AR R v R ¥ Ak Oy 2 AR

chromatography,

P75 REAE HEAR | SR IR E B T Qe AR Y 15 b
Ntk 1 FEL G A8 A ) Al , T g R e [ 2 i 2 A 4R 1
RS WK R AE S50 0% 1, 20 PAs O H:
SEFI AR Y e 08 O A, O T R A 2 A i KUK
PR AR AR SR

1 ME5AFZE
1.1 FEALER A

L 1 TR A 0 3 - D AR T/ PR 3 B3 Bk s 40
K 1% {X ( UPLC-Q-Orbitrap HRMS, 2% [ Thermo
Fisher Scientific 2\ ], #8 4li /K il £ A ( 3£ H Millipore
N AR (Fi -t Mettler Toledo 23 ) | /= 1 %
HE.OHL(EE Beckman Coulter 23] |, 51 20 A MY
(REERBHE AR AR ) 8 B Ve (LR R
LR P A3 A BR A A ), 22 T Re e i TR G A (4l [
IKA A H)

15 Atk B PG BE 2 A= e, T HLO6 T B ( CAS
5:130-01-8) . & H K I K0 (CAS 5:303-34-4) |
HPE A (CAS 5.315-22-0) BF [ & 0 N-E LW
(CAS *5.35337-98-5) . &l T HL ik ( CAS 5 . 480-
54-6) . T HL G JE Rt ( CAS 5. 480-81-9) | % i iF
(CAS 5:520-68-3) , >~ % & N-A 1L ¥ (CAS 5.
41093-89-4) \ZJFR3E M T HOBE A (CAS %5 :40158-95-
0) KK IFHEM (CAS 5 :570-19-4)  BRK K I+ 22 8 N-
AL (CAS 5 :65582-53-8) | KT 3 Bl ( CAS 5.
303-33-3) K JF Rk N-E 1k ¥ (CAS 5. 6209-65-
0). T B LMk (CAS 5. 6870-67-3)  F T H il
(CAS 5 .72755-25-0) b i (45 >97% ) , 43 5
H 2 E Chroma Dex 2 & Fl £ = PhytoLab 23 H] ; &
JIE FHEES R 63 46 (9 [E Thermo Fisher 22 #] ), H
2 43 Al (E R R A BR A ) B R o (i
4li (3£ Sigma A A ),

1.2 ik
.21 R &

K 25 I RE S T S A B R R I, HEAT A
1 250 H i, BRI HTRE |, A o 6 A7 TR
R v R IR RO 2 B R A IT AR IE (100 g) o
1.2.2 R e i i e il

A3 HIFREC 10 mg OR§ i 2 0. 01 mg) A5 e &,
BV A IT A 25 IR AT FL i BB it ¥R 24 1 000 g/ mL
TRA PR IEAE 25 W, —20 CREGIRAFE . BUR A b6k
W1 mLF 10 mL b, P B A 2208,
TRAT, e i B0 vk O 100 we/mL A9 TR A A5 i
[, -4 CBEEIRAT, %

1.2.3 HES AT HE
PRI BT RE 1 (R 2 0.01 ¢) BT 10 mL
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BN ELE R, A S mL H R P OEE K % W
(1:79.5:19.5,V/V/V) ,inJE ¥k % 10 min J5 48 75 42
B 15 min, &0 10 min(4 °C,10 000 r/min) , ¥ I3
WATECL BB E 10 ML BEEE LS, &5 %
WL, 6IF LW, 204G, BL5 mL HEEAN
5 mL BAIKIE L MCX [ AH 26 O/ H 4 356 17
W L 1 AR S 9 MCX [ A ZE BN B 5 mL H S
5 mL B KMRYES 5 mL 240 FF Ve, Jic gk
SR VR W, W BEYR % 1 min, IR AT, 3t 0.22 wm i
FLUERE R
1.2.4 U844

{44 . UPLC HSS T3 # (2.1 mm X 50 mm,
1.7 wm) £ 40 °C, WA A A 4.0 mmol/L H
PREEVS WL (& 0. 1% W) , i sh A B Jy HI Il il
0.3 mL/min, BEEVERIEF.0~2 min,95%A ;2 ~5 min,

95% ~50%A ;5 ~9 min,50% ~0% A ;9 ~ 13 min,0%A ;
13~15 min,0% ~95%A ; HEREIRFL 5.0 wlL,

JE %, R M BT %5 B T UR ( Electron  spray
ionization , ESI) , IE B T H i 81X, B 7 1% 4 & 0 %
350 C , ¥R JE 1 275 kPa, WiZE WL JE 3.5 kV, B TR
T 350 °C, BN E 320 C, &1 R EMK
A4 Full MS/DIA, 43 #F% 4 70 000 FWHM , DIA
FEE R R 0~ 15 min, 4 EE K 17 500 FWHM, [ 3l
35 P HEREBEE N 50x 107, fie K AR A
120 ms; {5 B 5 3 4% H 125.000 00, 175.000 00,
225.000 00, 275.000 00, 325.000 00, 375.000 00,
425.000 00 .475. 000 00 ,525. 000 00 .575. 000 00, &
B O e FE A 50.0 Da, IH — #ilf 4% 8 ( Normalized
collision energy , NCE ) % 4 35 .45 .60, 15 Ff ik i HL g
WE 2 AR I T S L3R 1

F 1 15 Fhning BV e 2 A M08 i S 4
Table 1 Mass spectrometric parameters for 15 PAs
5 s mmET  mew o O Loor RER A BT
/ppm /min
1 T HOGT 0 [M+H]" 336.180 54 336.181 15 1.81 5.1 94.065 88,120. 080 47,138. 091 67
2 TR RIT R0, [M+H]" 412.23297 412.23376  1.92 6.0  120.080 99,220. 133 13
3 BF A 0 [M+H]" 326.159 81 326.16049  2.08 2.7 94.065 67, 120.080 47, 138.091 66, 149. 023 35
4 ¥ A N-R AL [M+H]* 342.154 72 342.155 40 1.99 4.0 94.065 81, 119.072 355, 137.083 76, 236. 127 72
5 8 B b6 [M+H]* 352.17546 352.176 06 1.70 4.6  94.065 18, 120.080 36, 138.091 47
6 T L AE 2 66 [M+H]" 334.164 89 334.165 53 1.91 4.8 94.065 72, 120.080 39, 138.091 26
7 2 [M+H]" 398.21732 398.21753  0.53 5.4 120.080 35, 220.133 51
8 2% 4l E N-SE AL [M+H]® 414.212 24 414.212 80 1.36 5.5 120.080 89, 220. 133 33, 254. 138 604
9 ZOMR M T Bh [M+H]* 350.159 81 350.160 71 2.57 3.8 94.066 24, 120.080 56,138.091 90
10 BRRIF 368 [M+H]" 330.191 11 330.19174  1.91 4.2 138.091 67, 156. 101 20, 172.096 82, 256. 117 98
11 BRRIFE NSk [M+H]® 346.186 03  346.186 08 2.22 4.4 138.091 46, 156. 102 05, 254. 138 61
12 RIT0 [M+H]" 314.196 19 314.196 84  2.07 4.9 120.081 12, 138.091 42, 156. 101 96
13 RIFHEW N-AW [M+H]* 330.191 11  330.191 77 2. 00 5.0 98.984 79, 138.091 46, 156. 101 94
14 THYH [M+H]" 352.17546 352.176 12 1.87 4.1 94.064 99, 120.080 31, 138.090 47
15 HTHYGH [M+H]" 336.180 54 336.18143  2.65 5.2 94,065 15, 120.080 57, 138.092 01

2 BERS55H
2.1 iSRRI
2.1.1 @ISk ke

ARWFFEXTEE T BEH C, (3% 4 F1 HSS T3 {4 3%
FEBIAY B R DL 15 B PAs F0 {0335 0 73 55 4% 1
AR, a5 R R W, WD RS g bR 2 ] S R
[7i) o 2 Lk gt EEL R 28 2 0 £ i 06 1) 43 B (R
) o S H AR 11 4 5 T R AR5 0 5 A 10 0 B EOR A
R 225, LARKCR I 3 B 1K I S8 i N-0 16 ) 5
A4 SRR g E AR, HSS T3 A 4] ntg g B g g 2
A= YT () 5 S5 A A 1 B 3 0 T R Y A0
JLE 1A~B, i BEH C, (oA ok s s, WWHE 1C,
FrRUbZ 4, % BEH C,, A% & , >k H HSS T3 (4
TEAE, BT HARIE & W0 X6 55 m R ek B Tl
e LG E 28 AR W 1Y) (] G S A R A 43 B 6 T L AE

B P AT AN R S A ) Y i A B A R
PR AT HSS T3 @3 4E 15 FfF PAs (952 HUES 7 I
F A 2,
2.1.2 mshHry il

UL A pH S S ARk A WY
g TET AR S SR BB SR AR TE Mg B DY R 2 AR )
PESE R UER L, A DR B % T WA CE1E A
Bl sh AH I, B AR Ak 5 Wy 0 W T AR 0 N7 5 R R I
B R Hin b & B, o L EE-K 2
i -KAE R sh AR, LA B S T 18 ( Senecionine ) | &
R IF B ( Lasiocarpine ) | B K I+ 32 B, ( Europine )
Sy ARG W, Ll HG W T AR ) A e Y R gy B
B, AR WOR Y SR O HRE K, HARfL A )
AR R Y e TR AR 7B, PRD O 3 BB PR A A U
SAH

RGP B0 B8 A A T 0k i B DY E 2 AR )



R B AR AR

2021 4E%5 33 &5 6

—786— CHINESE JOURNAL OF FOOD HYGIENE
1.0x10%
8.0x107 | B
£ 60107t 5.09
g 0107 e
& 00T [ BRI RN kRN
204107} [
00— - J ‘ . . . .
3 4 5 6 7 83 4 5 6 7 8
t/min {/min
1.0x10%
o107k FIFEWN-FA
é‘ 6.0x107 F
5 )
E soapf KRIFHR /\J
2.0x107F
0.04‘ , ‘ :
5 6 8 9 10
f/min
B R[] 25 3 A 43 T AR X HE
Figure 1  The effect on separation by different column
XW% J\ Foerw R MAH BT AT AR 0 85 Ak i e,
S TR - FR 1 2 2 VA VR B B VR A B B AR R | DL 7
wi, [\emznsm R L 2 0 L D DR 5
{ N\ wES LU HG 5 B L K IR S K I SR H bR
”Oi N weamsiy A4, 4 S LA [6) vl B2 R iR R R T A 97 3 A
W? M mrmm G5 ik Z , X b G 0 TR WA R A 45 L R,
e — Rk BE TR F 0. 19,3 Fl E AR 3 B 7% 40 1 06
107% [\zurwza WU (L, 22 JF S R o E 042 5 , W (B 2
] [\ zm WEAT, WP 3. 4596 15 DZUMAN %5 fy 25 5 —
g ] [\ senmin S0, i T2 Y BRI T B
g 10 A SO A T8 T M+ ] B2 MRk 1 4 8, oA
Z RS T B B o
- B pH (WA, 68 2 49 B 72 78 3 16T 1 F DL 49
‘ J@f’*%ﬁ”“é‘m FORASTEAE, T AH T A [ M+H ™, S50 H bR 4 i
<107 — BRI Sh | A BF 58 30 % 55 T 30 30 R I R e vk
E RIT W, _ . .
o l\ 6t R 0 T AL R B 4R % B, R R
| R v FE K 4. 0 mmol /1L IR I 474 Wk 17 AR 1 (05 5 £
41073 wﬁM 1354 ¥ 4 39 — 2 T 725 B 06 7 38 347 IR G, L 4,
. - A5 5 KACZYNSKI %5 By B Je 45 3 — 8, il F
[\ wTmm 3o T R PR 2 2 e A L B I e
oo A e s LG 2K A R B T AR RO, ST 15 g

P2 15 il A B 42 3R T 0 18T (AR R 50 wg/kg)
Figure 2 Extracted ion chromatogram of 15 PAs

(adding concentration 50 pg/kg)

L W 2R A A ) ARG T, 2 A AR Y B
WAE , B & PE 4.0 mmol/L W R VE W (& 0. 1%
FHR ) A1 FF WA M L s A
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Figure 3  Peak area of senecionine, lasiocarpine, europine

in different formic acid concentration (n=6)
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BRRIT 2R A IE T AR (n=6)
Figure 4 Peak area of senecionine, lasiocarpine, europine

in different ammonium formate solvent concentration (n=6)

2.2 AR IR RE

J T ARSI R TR R, AR
PLTHO6 7208 (m/z 336. 180 54) JyWFFE %4, 43 4
X} Full MS/dd-MS* Hl Full MS/DIA G fh — 4% 39 4 5%
KEFr TG . 5 dd-MS” AL, DIA RE A AL
TS U A WA B, v DLARAR R A B
SRR ) 2 g R X A A A R S G T R U N
M o7 5 R 44 P45 3 B 3 B R . ROAR DIA LU
BRI ), R 6% R 4 B 1Y 5 2% 1 B0 3 4 A ik R EL R
T BRFLE T, %F Orbitrap BY = ANAS ] 43 3 R 5 &
(17 500,35 000 F1 70 000 FWHM ) #:47 T34k, 45
T E R E (R=70 000 FWHM ) J&: 4 13 B
XMW 28 W, £ DIA B X F i
17 500 FWHM 43 #E Rk fEw I e B85+ A T
RATT I & W BT, A5 A Full MS/DIA
P BCEAR P & 3l NCE, LR 1,
2.3 FEAETA B AL
2.3.1 REBUAEFM

R [ P A A SR AR T8 2 R BRI b A T

NG I EE K 3 Fl A R 428 B R X 15 F PAs 19 £2
BUSCR A7 T 5 pe/kg HEEE bR BIBGR SR, 6 41 °F
17, JF LB 3L Wi ) 43 5l ok FH W e L S K ok 42
BUA AL S T 32 B H bR fb & 9, DUl 5, >
BRI, B 2R K IT SRR B A A i NS A )
S5 9 Bh A Py ad IR B T 50% ., 24 2 b B IO
WIS BREF A G B LA AN A 14 Fh B AR 8 [l R 1y
12 40% VLT o 2 2liK 4 B it T Ok =
il 7 5 4 Ff A2 ) B LSRR B 50% DL L, T AR
8 A P A I 4R AR A7 A R AR PE K pHL A PR B
FEMR B 20 R, A 5 R K R A
BBUAF %5 T 80% .60% 40% F WE-7K 1% I Xt
15 Fl PAs O $2 HUR%, WLRL 6, BIF5T & B, A FP
FZK (80:20,V/V) A HEHUA WX AL H Y PAs 42 HL
SRS, ISR 25 B 7E 60% LA L, 5 18 FI 41 B
A0SR R[] B AR 0 2 R [R] B SRy e R B T AL ALR AE
PR WA N 1% WO, R R R K VA TR
(1:79.5:19.5,V/V/V)VE N BUAE ]

100 L [__]Methanol

U] Acetonitrile
B3 Water

I 1
I i
Go_é% Ao } ; bl

of

E /%

o
T
S
Z2—
1= =)
A —
X

0
i
20 it } é % %é s %
N N A Y
GRS SO F
e HF A
& & F
WAEMAR

Bl s 15 Fft PAs 75 A [A) Bl 28 2 BUR T B9 R (n=6)
Figure 5 The recovery of 15 PAs in different extract

solvent (n=6)

2.3.2  FRHUA R %52

ARSI LT 25,10 .20 mL Ay H R FH s
KW (1/79.5/19.5, V/V/V) X 15 Fh PAs 194 B
BORB N, HEAT T 5 wg/kg W AR Ui 5, 6
VAT I R IR, 45 R IR, 2 42 B 5
RFGAE] 5 mL B, 15 F PAs B9 81 ISR B 78 70% L
FL WK T, BRtZ AN SRR 5 T R BOR Foe B
PRl & PP B R W 2 e, e B 2 R 4R B 15 Fif
A= ) [ e 3 A B OBy 3 YR 8 %R TE
BRI, B BB LI AR S A, AT AR
5 mL FEHGA ], $E I 2 RIF IR A R BUR
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120 - K Ak QuEChERS 3R 7142 fl MCX [ AH A8 BUR:
R FE AL ROR IR S BEE AR R T2 )5 W& B s
100 H —
. ol B IR HERT T W B4 BT MOX. 3 0k 1
g0 b :% + } 1 %g % i T j{ IF 5 mL FFE,5 mL 2K {646, 5 mL 4K Fl 5 mLL F
£ b ke R Bl A T G T S L TR SR,
z or 1| VRV E B Rl R MCX T AR A BBORE 9 v 4 2R A T 7 4 L
ollk 7 I QuEChERS X # 40,15 A PAs B9 [0 R ¥ 7E 70% LA
b UL 8, TR BH B - A 4 g 8 B A b gy B
sl B 1L A ¥, QUEChERS 3 7l 42 v N-PY 3 & — i
(PSA) 1 C g ZBRFLARIT AT HLER AR 3 (4 R (A
0 5K 2% i A R 38 { W B 2R
x@’&@‘ %@@\ *@’@@*@@@\ @&@) %%@@\ 9@*@ fﬁffﬁﬂ’]ﬂ%ﬁ%’% , %@%Eﬁﬂﬁzfiéﬂ?z%
G B E &@g}“‘ﬁ;ﬁé@‘ﬁﬁé@&fy o P, ACBIF 5 32 5 5R A MCXC [STRH AR SO X 25 i
K Y GO F X T 1S iR G 0K 0 A v PR 4
& 220 L 2D
& A & F
A C
HapRn 100 F I(\)/luEXChERS
6 15 Fl PAs 76 A [ 1 B/ 7K L 400 48 B0 ) 9 { B sk S
FI R (n=6) 80 %% % h :}&' { & T fﬁ{
Figure 6 Recoveries of 15 PAs in extract solvents with {; # £ it - { % I B
different methanol/water ratios (n=6) +§. 60 % " E % ié i g
% i
B 40 1| T ﬁ ﬁ } M :é
T I e x
AR
90+ B A NS 20
BT E R : £
80 | THEIEGIER 3
‘ g
- 0% %@*%% 0@»@»@»@@@@@@»@%@@@»@»
g ol | o BTN *K»ﬁ%@%&i%&&@ﬁ %i’%o*ﬁ%@w%&@i&ﬁ%&
H x 3 e RIFREN-A k‘%"‘%gf‘ P & &K & %@? %
50l o TR, % B UK e A K
BT EIM 228 R U
“ % 2 & K
I A mAR

REAFIER/mL
Bl 7 15 % PAs 76 A AR B BUA T T 1 IR (n=6)

Figure 7 The recovery of 15 PAs in different volumes of

extraction solvent (n=6)

2.3.3 Gtk A E g

H T AS I RR i 0 &2 24 R BOR T & KT
P, 2 B AL, & S BUEE gy, B ik
BEAMEA TN EXEE, S 0P HE A
[N Uy 7 S i A S 1 QR E N 11 [ S 7
QuEChERS ¥, W 76 Uk, o7 B 0 i &, Hik
FIHAE AR, BAE 2B b PAs BB B0 £ lilg
SRAGAR Y A AE OO i 0 = b R AR
B VG R AR A AR T T
i 2GR PAs B9 QUECKERS ¥, #k
R LN E R IR 7/ RO RE R AT &S SO (E DY
T4 R 280 H ARk & P 0 R K R
SLPE 15 A PAs B[R] B 42 ORI AL A WE SRR AL T

B8 AF LT AT 15 F PAs BICRIIEN (n=6)
Figure 8 The effect on recovery of 15 PAs in different

purification method (n=6)

2.4 bRuEfhZe Lotk L R BE R

K ARG 7 i, 15 Fl PAs 76 0.5 ~200 pg/L
WENLEXR BRI R R 19>0.99, 7S
P 25 P 35 Jo v S AR 7K 1 e B 1 A A o 28 AL B
ARG, UfEB A 3 (S/N=3) F{5MH LN 10
(S/N=10) i 53 3 B IA 25 b B BT oy 15 il PAs (9 07
A PR (LOD ) Mg & BR (LOQ) . #8 i 15 F
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Table 2 Linear ranges, calibration curves,LODs and LOQs of 15 PAs

&<t/ LAk R’ LN/ (pe/L) LODs/ ( pg/kg) LOQs/ ( pg/kg)
T HOET Y=111703 0X-105544 0.997 9 0.5~200 1.20 4.50
BRI Y =573 893 0X-617917 0.993 0 0.5~200 1.92 6.56
97 H 4 5 Y =951 610X-725 735 0.993 3 0.5~200 1. 60 3.21
PH A N-A Y =154 663 0X-619 480 0.994 6 0.5~200 4. 69 11.17
8T B Y=301 088 0X-119 082 0 0.992 8 0.5~200 4.00 10. 28
TR R Y =483 238X+214 268 0.999 5 0.5~200 2.24 8.96
& ] Y =339 376 0X-644 762 0.994 3 0.5~200 1.28 4.00
24 E N-F L Y =519 291 0X-561 521 0.995 2 0.5~200 1.24 4.12
2SR T HOL Y =138 537 0X-505 466 0.991 4 0. 5~200 0.35 1.18
TR R I 3 8 Y =240 445 0X-229 575 0.991 3 0.5~200 2.24 8.96
BRRIT 208 N-F ALY Y =201 830 0X-338 062 0.999 7 0.5~200 0.43 1.42
KIT K05, Y=612 135 0X-823 138 0.997 5 0.5~200 3.49 11.06
RIFHMW N-E A Y =563 572 0X-656 770 0.994 8 0.5~200 0. 64 2.24
T HL 65 Y =180 106 0X-478 134 0.993 9 0.5~200 2.48 7. 60
T O Y=112 555 0X-117 361 0.998 1 0.5~200 1.20 4.50
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