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Determination of pyrrolizidine alkaloids in food by Liquid chromatography - tandem
mass spectrometry
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BmPMREREREIESENNE SPRERIE/BKRIEE

1 SEE

ARSCAFAIR T FH e RGO (i / 5 IR 5 U R £ ik o 22 b BL P e SR S B U ik, AR
AR BT DGR R TP IR AE R R EOR
AR E TR Bt e g B P SRR BRI AR 258 AT 2 AT

2 AeMsIAxH

I HNSCAF A 1 PN 7S SR BRIV S T A RS S AN BT A (R 4 e, 3 FI 51 SO
A% H R IR ARG FH A SO ANEE HI 51 SO, el (RSB IrE MBS @i T4
A

GB/T 6682 73 S56: % FH K FL AR 36 7%

3 ARIFEFZEX

TANIARER E SCE R T A
3.1

LR B PROERE I pyrrolizidine alkaloids, PAs

—RRINMEN R R, FESTHR. BRAEEREEY . e B I se R AEYA G A BA
B, B R A i i s AN AR SR EAE R .

4 [H1E

BURE AR UG A SR, 880 Ja GRS 70 RGBS [ AR AU Ak R4 . 2, 2L
TE, P R RGBT i £ BB B OGN R , DR BN [ RRF AR S 0 e, AN E B

5 kIR
BRAE S ARUE, B RAI . K NGB/T 668281 € H)— 24K .

I, tikaf

10% FHEL /KA : 10mL HEE (5.1) , 90mL /K, JREI&EH.

oK, Rga

5%Z /K B HERIIN SmL 20K (5.3) HHEE (5.1) E%4 3 100mL.

R, tutal

0.1% FPR /KA : HEMHWIX 0.5mL HR (5.5) JIAZE 500mL FHEEH

0.1% H S B VA W : AERRIREX 0.5mL R (5.5) MIAZE 500mL HEEH .

Ak (HFEE=18.2 MQ*cm)

9 EWIARE e 22 MAEIIE R SC A RR . FEOCAFR R HLRIRR . Rl Tl XS T RES I
SR A I A1, BB IERRHEYIR, 48 =>95%.

5.10 0.1mg/mL “EVpHsfE 20 K5 25 FREUEE AP PA ARuEY 5 10mg,  FH FF % VA fift T o) o o Bk i o
0.1mg/mL [PARHE W, T—20CHEEH LA, AR 6 NH. A RFERA BOHTE TR
5.11 IRAPERI: 7 HERI R AR £ 259 (5.10) % 1.00mL T 100mL F &R, HHE
FBERZIRE, EHl SR EIRE N 1.00ug/mL {BAFRAEMET, T ACELRAE, A0 1 4H.

5.12 fhSLUEM: 0.22um, HHIAH.
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o

BTG E

I ROB B T - R B BT, MCHmE S B TR (ESD

HLF RSP JEESA 0.000 1g AT 0.01g;

IR =DE B O bl Fd AMIET 5000 r/min;

P B VA

AR

[ AR A

TR A T P B 1A e E A AR A (Oasis MCX BY [A] Z5AE R AR BUH:, 6 mL/500 mg)

oo oo oo o
NO O WON -

~

AR &

7.1.1 BEZEAH

Rk [ AR T DU 2 E 46 22 50g~100g, 2R REbUR#E, 4xiliEid 60 HARHES, TR, RAWE
ARG, L JHRUIARE, THRMAEM.

7.1.2 FESAEFRSIAHE

BHFE B E], 2 H50g~100g/E Rl AE. Hl &I R FERE NV IR 8, & H, FFhriitsid,
T EAE T .
8 D

8.1 HmIEEL

FREL 2. 00 g CREHAZE 0.01g) RFET 250 mL 4R, 0N 95% FHEE/KVAT 40mL, 7E=iE N
$2H 20 min, LA 6000 r/min £5.C» 10 min, FHEIEH A 250 mL M6, 40 C/RBHER SR SmL, Nff
FAL I
8.2 MHmFk
8.2.1 hfk: MK 5 mL BEEA 5 mL HBAEK TG AL E ARREEURE, (R IE B AR 2 U A S IR
8.2.2 k. EMIEIL 1.00mL fR#LI (8.1) LA, KK 5 mL #BZ/KA 5 mL FEEMTEH IR, 3+
ZMRBER -

8.2.3 Yefbi: F 4 mL5%ZUKHELE (5.5) Pefbi s 45 WA RIS B e i -
8.2.4 k4g: ¥ BIRVELAE 40 CH&M FEAWOKRA 2T 0.5mL LT, AfFEIEFM.
8.3 HmER

R E AR 10% FEEKIEW (5.3) WAAER 22 1.0mL, 10.22 umJEME, FR5E
8.4 ERILACHRERLZELRT]

O AR, 4% B 7R BRI A5 A2 BRI, M EDUR A PR OE R, S 2 A
P FE AR B 0.1 pg/L+ 0.5 pg/L. 1.0 pg/L. 5.0 pg/L. 10.0 ug/LAN20.0 pg/L )3 5 VG FL v A A i T
VRV A BAC . S5V (il — B IDE B G 5 o DA SRV 4% ZE el 10k B AR A8, R Py U
RS, 2l britE 2R .

8.5 UEEsEEH
8.5.1 BifsH

a) iEFE: BEH Cis (2.1 mm x 100 mm, 1.7 pm) BPEREAR 2435
b) i#: 0.3 mL/min;
c) HHii: 40 C;



d)  HEFEE: 10 pL;
e) URBNAHKBEEE BRI WAR 1.

x1 RSHBHEEREF
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5[] /min A: 0.1% BRI/ % B: 0.1% HRF R A/ %
0.0 95 5
1.0 95 5
3.0 65.5 34.5
4.0 58.9 41.1
6.0 0 100
7.5 95 5
8.5 95 5
8.5.2 MRkt

a) BT HBEE R (ESD ;

b) R BT

o) WFA: RN (MRM |

d)  EBNEHIE: +3500V;

e) JEIRFE. 350 C;
f)  REFEES: &< 0.15 mL/min;
g) EWHREI: ?

I To PR O
h)  HEFLAE: 150 L/h;

) FUEAREZHULE 2.

%<2 PABJ UPLC-MS/NMS fLL &%

waEY RO | BB (m/z) TET (m/z) HEFLHLE eV ilf i it/ eV R B if [E] te/min
Em 398. 2 2122%2 22 16 4.26
Er 350. 2 11%;;?; 78 24 2.47
Eu 330.1 11?2 12 36 26 2.60
Hn 314.2 11?55; ?; 48 18 3.48
Im 300. 1 11:;86 ?é 74 20 2.61
Tb 352.1 11?)% 12 52 30 2.96
LaN 316.1 11?81 12 74 26 2.93
Mc 326. 2 12%;;% 68 36 2.10
ScN 352.2 1152 g 41 35 4.24
Sv 336. 2 11?;:; 11 28 32 4.12
SpN 350. 2 11286 2 56 26 3.75
EmN 414.2 2‘3 11 72 30 4.25
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322 PABYUPLC-MS/MSIE{L &% (48

WA (af | BET o | TAT no) | BEUGE/ev | RAER/cv | G [uwmin
EuN 346. 1 11712112 76 28 2.71
HnN 330. 2 11;2 1; 38 28 3.61
McN 342.1 113178 Lg\ 36 30 2.49
JbN 368.1 212?) 11 76 22 3.12
ReN 368.2 112222 41 32 3.38

Sk 366. 2 1165% 23 44 30 4.28

SvN 352.1 1112% 11 41 32 4.22

Sp 334.2 11%3(2)3 :j; 44 28 3.59

Re 352.2 1135%?; 48 26 3.31

Sc 336. 2 11?;%22 74 30 4.10
ERBT

8.5.3 ESMRMEEIE-HBEKFENE
8.5.3.1 EMME

R ik o UL e IR 5 o v AR I VRO R VA VBEE N 1 ROBUM (i — B R PR A, 10 s 3 st UL S TR & b
E AR B BT S AL S VRO PR BN TR], CEAR R 2R PE T, SRR b R oA L ) 3 0 10 £ P
[F1) 5 v A A AR 2R 2 Ve ) R B IS TR — 20 IRV BIAE£2.5% ) 5 FF BB B A PxT 2 1 [ R
A7 LGB0, B R D 58 S AR S B 5 YR BEAR 4 b v A AR o 0 P B AR S S B HEAT LU
FRRS i 22 AN R 3 RIE (Ve B, U ) S AR i P A AR AR L (0 I )

*3 EMHERNENETFEENRRRITRE

AN BT >50% >20%~50% >10%~20% < 10%
FEVF AR 22 +20% +25% +30% +50%

8.5.3.2 E=ME

TEAES I TAESRAE T, B 3 TR UL ECVR A A vl T ARV ORISRV TR N 3 A ot — BB TG T A
o, AR 2R T SRR VA T S R ZEL AR FEE o A AV P 5 R DN A2 ) i 57 2 I A 8 A 5 P 2 1
VO N, BRSNS AR S (SRR D BRI 2 o 227 A= DB TN s b 4 111
Z BRI (MRM) 6% &2 0L 5B

8.5.3.3 TR
s R, SR 58 4 AH R O 5 25 TR AT 5 «
9 ZERiItEHE

AAE PR A A & A (D) 5
X=cX -
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EVCEF

X—RFEP AR A > &8 (ug/kg) s

c—— MR I A 2 B RURSHEAS 2RO A M2 73 R EE (ng/mL)
V—R PR BUE B A (mL)

m—MEIRHEE (g) o

e THEE RN AE, TS R A ST

RYE. EMEFEEE

RYE

22 FhA VB AE AP PE & i R I T IE R BRYA 0.1 pg/kg, B RFRA 0.3 pg/kg.

HEHE

AT7E22 R AW BAE 0.1 pg/L. 1.0 pg/L. 5.0 pg/LaAs Ik rva B iy, H il R 7 F v 80% —

110%, AH R FEFE BT bzAR e AR 26 R AH G RN R 4.

T4 PAs UM X R

tEY) 2R MY R 5] 377 7% R?
EmN 0.1~20 ng/mL y=30509x-6126. 6 R2=0. 9979
Em 0. 1~20 ng/mL y=7544. 4x-2085 R2=0. 9979
ReN 0. 1~20 ng/mL y=3861. 7x—427. 27 R2=0. 9998
JbN 0.1~20 ng/mL y=27324x-1584. 7 R2=0. 9995
Sk 0.1~20 ng/mL y=31095x-696. 6 R2=0. 9998
SvN 0. 1~20 ng/mL y=17213x-2759. 4 R2=0. 9994
Re 0.1~20 ng/mL y=9242. 5x-1445. 8 R2=0. 9978
Jb 0.1~20 ng/mL y=19819x-3998. 1 R2=0. 9986
ScN 0. 1~20 ng/mL y=16661x+787. 06 R2=0. 9955
SpN 0. 1~20 ng/mL y=10012x-1473. 3 R2=0. 9995
Er 0.1~20 ng/mL y=20972x-3745. 9 R2=0. 9995
EuN 0.1~20 ng/mL y=40478x-1412. 3 R2=0. 999
McN 0. 1~20 ng/mL y=10540x-1394. 9 R2=0. 9967
Sc&Sv 0.1~20 ng/mL y=49959x-18244 R2=0. 9969
Sp 0.1~20 ng/mL y=12405x-2518. 6 R2=0. 9994
HnN 0. 1~20 ng/mL y=141479x+20166 R2=0. 994
Eu 0. 1~20 ng/mL y=45236x-9374. 1 R2=0. 999
Mc 0.1~20 ng/mL y=16317x-5380. 6 R2=0. 998
LaN 0.1~20 ng/mL y=13972x+123. 4 R2=0. 9982
Hn 0. 1~20 ng/mL y=55078x-13853 R2=0. 9992
Im 0.1~20 ng/mL y=20885x-8803. 5 R2=0. 995
10.3 BFHE

AT VEAE BT SRAG (10 P RS IR SRR B v i 2 AL 20%
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22 MEYIEE BIREERR CAS S SR, S FRKEXNSFE

A1 22 R SCA R TSR KRR CAS 5. iR, T RAEM ST ES IE AL
F A1 22 FEYREZIREERR. CAS &, 4. 9FRXEBEXNSYFE
B E fRI AR CASH ZERI 30 BT/ TR
ZHIE; ~ D}ii: C2H31NO7
1 -63— 4
(+) ~Echimidine Em 52076373 /ic,§ 397. 46
5 RS T B . XY CisHasNOg
2 A Er 40158-95-0 L
Erucifoline %Tl\; 349. 1525
s
ERIRER T AN o ki CisH27NOgHCl
3 ’ — —
Europine hydrochloride Eu 5707194 M 365. 86
RIFHM; ‘SJ Ci6H27NOs
4 — — 3
Heliotrine Hn 30373373 A 313. 39
\
e ?_7
R B, & Ci5sH2sNOs
5 -06— s
Intermedine fm 10285-06-0 =S¢ 299
OH
Q
RS o 1 L0 CisH2sNOs
6 Jacobine To 687076773 B { 351.397
N
IBERE N0, . "
_ \HEN—5 . OH H
7 (+) AR N %L'Tft%, LaN 95469-15-0 P Ci5H2sNOs
(+) ~Lycopsamine [ 315. 36
N-Oxide oH 2
HO, OH
B A oo ”"i_c'?o Ci6H23NOs
8 Crotaline Me S1o2270 't 325. 361
8
L At _ o
o | TR, “on e 67 q/i CisHsNOy
senecionine N-oxide P \ 351. 40
bh
. . j Fﬁ Ci1gH25sNOs
10 _or_, .
Senecivernine Sv 72755-25-0 ] 335. 39500
HO .
N 0
| PR | 710-26-5 XY CiiHNOs
Seneciphylline N-oxide p IN 349. 383
é.
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RA 2MEMIBEBIRLERR. CASS . i, HFRALKENTFE (8D

E] G TR CASS IR TR AT
12 éﬁ?ﬁﬁ EmN 41093-89-4 Cﬁ{*;”jf '
N-Oxide ’
15 [ omoomalne xoniae| | M| 35997953 e
16| T e onde, | N | w025 Pt
18 Senkirkine sk 2318-18-5 Cg"gﬁf"’
19 [Goneeivomine N nie| SN | 101657-28-9 iy
21 ﬁ”}i iﬁiﬁ; Re 480-54-6 Cg;?l;&
22 sgvfcﬁiﬁo?mla Se 130-01-8 C??E)Z.S 1;1;) 5
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(ERE)

ERMMArARER R (10pg/kg EHURE) &IEE
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