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A

jillfs

ARSCAHAZIRGB/T 1. 1—2020 (hrvEAb TAES M S 135: bruEALSCRER S A AR BRI Y A 52
.,
ASCAFAREET/GDECA 083—2022 € £ iy b s B e g 2 AR W0 5 = 00 78 v W0V E i / R B
15, 5T/GDFCA 083—20224H b, BR&h #4 B FN g i sh o, 2 B AL T

a) “ARIBEFES” 3. 14, MBRT “—RRARMEYHR, EESMTHE. SRAIL TR
r AR g B I 2R AR A B A A B, R L AR P AR P b g ok A A B AR A

TR ARSI ML Py S AT BEIE & R o AR SR I R AT WU AS AR 315 R B 54T

ACHHT REERTEDSRE AN,

AT AL TR CHED FRAR, BEHETRYE, IMEERNEARRSHRAR, B
FEMZ RSO, TR RS, BN HBEAR KRS, ErE TR, ErRIRY:, R hE )
BT, BAS R AR RS A R AF], AN ESE B B A R AT, Ml iT iR AR R IR %5
BRAF, M EERMERGRAF, BYERERS (F%) HIRAR, RRESHTRE AR RS 0D
BRAT], T HREREEBAED S ESE TR, TP ARAR, mEThRZERAR, FHEG
WK, MEWFER, T REGAEEVELGRBEERAT, RAREENRENS.

ASCHEEREN: R, WEh, B, A, RRE, A, BAE, 28, XEE, L
T, FEMRE, MREEFE, EHAL NN, RLH, WREIL, HEAKE, BER, BANE, BE K HE
Fr, T, B, W, Aok, B, BdkE, skik, BEIE, BREGE, MDY, EAEE, XM
¥, WHEH, TRk, BERE, EIRER, XS, BREEEE, fI4hiE, MR, BREN, S 2EXE
TIRME, TEECS, BRI, BT, FTEE, i, e, B, FWA, sKk— M, KA, #R,
Az, NNFEAE, SCER, XIEAME, TP, D, ZFEMS, R, S8, GkEDN, ), BRiEE,
e

1T
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EmPiEEEERE RS ENNE SPRERIE/ RIKRIEE

1 SeHE

A5 SO T OO € /58 R 2 5 22 ol B PO S B (PAS) A7,
ELRE TR IR RARTRERY . DCBATS 4 o SRR APHT L BR, S5 RATSE, AL, WERHERIRS
B TER

ASCREE R Tl bW BT S UL (PAS) BOMIE, HEPPE 26 BT ST

2 eS|

TR BSCAE R P 2 I SR R | TR AR ST A s AN AT 2 R S k. e 3 H G 51 SO,
A% H BB B IR ASSE A SCE s AN BRI S S, HEoHiRA (BFEATE e EH A
S

GB/T 6682 435256 = FH KW Ak 36 77 7%
3 ARiBAENX

RHIARE € SGE R T A S0
3.1

M n& BB FIE RS, pyrrolizidine alkaloids, PAs

AR =Y, AR = A e s e AR IT IR B 5B, B8 T4k SRFIEE
R+ .
4 =1

BRI ORGSR, 880 J5 OGRS 70 SRR AR AU A . WOk . 23, 2 ffLug i
TE, OB i S T PG S, PR B I TR RIRF AR B8 X E v, AMRiE &

5 AR
BRAR A, B G 24, KONGB/T 6682HLE i — 2K

5.1 H [ (CH;OH, CAS 5: 67-56-1) : fibaf,

5.2 10 %FFEE/KIEW: B 10 mL FHEE (5. 1), FIKERZE 100 mL.

5.3 95 %HEEKEW: 95 mL HEE (5.1) ,5mL /K, JBREI&H.

5.4 &K (NH4 OH, CAS 5: 1336-21-6) : g4,

5.5 5%%/KFEEAER: RIS mL &K (5. 3), FHFEEG. 1), 223 100 mL.

5.6 H (HCOOH, CAS 5: 64-18-6) : fhifali,

5.7 0.1 %FRRKER: AEFHE 0.5 mL HEE (5.6), F/KEZRZE 500 mL.

5.8 0.1%FMHFEEAER: AEFHWE 0. 5mL FER (5.6), AFEE (5.1) E&Z 500 mL.

5.9 PAs trifEfh: 22 Fl PAs IH SCRAFR. JCEFREIFR. CAS 5. S, 4T EMEN - TES

LB A IR AL, BIAIERRHEY R, 4R =95 %.

5.10 0.1 mg/mL FrfEfif & : AETRFREUEEFN PA FRAEY))T 10 mg CREIAZE 0. 1 mg) , FFREE (5. 1) ¥
FRTC A B IR N 0. 1 mg/mL FIARERG &, T-20 CEEMRAE, G200 3 MH.

5.1 IRAFRAEIE IR : 77 0 THERF R DU REFh A7 i 259 (5. 11) %% 1. 00 mL T 100 mL 2 &, F FEZ (5. 1)
PR B2, BoH R BRI N 1. 00 pg/mL VB SARAEIE R, PLBECHL .

5.12 fFLUEME: 0.22 um, HHUH.

6 N/ E
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T RCRAE - ER TS, FCHEmIS S TR (ESD .
ST R A 0.000 1 g A1 0. 01 g.
IR B B Ol MK T 6 000 r/mins
iR P I TS -
AARTAL
[ AH A H 1
TR TP B 1A e [E AR EUH: (Oasis MCX B [A] <545 R0 A HUH:, 6 mL/500 mg)

R &

7.1 BEZFiAHE

P A P AR R F DU 07 E 46 2250 g~100 g, M RENLRIRE, iRt 60 HARHES, R, A
RS, BEH, RS, THEIRMEAEH.

7.2 FEZFRHEFTSRRSIRRE

R e 5], 73 1150 g~100 gfFNilie . & 4F IR NI 1 48, 5B, JFRibsic,
THIRMWAFE .

oo oo oo o
NON O AN WN -

~

8 SITLE

8.1 HMIEH

REL 2 g CFEHAZE 0. 01 g) AFET 250 mL HEFH, IO 95% HEE/KIAWR 40 mL, 7E=J5 FHHA#
HY 20 min, P 6 000 r/min &0 10 min, FH_LIERZE 250 mL Kebfk, 40 C/KIBIEKRK EZ 5 mL, NEFF
1L

8.2 MM

8.2.1 ¥hfk: KA 5mL HEE (5. 1) 5 mL #Bai/K (5.9) yEALE AR, FRAIE [ AH R BOH:AE 2k
1R

8.2.2 M¥E: BRI (8. 1) FAE, MR 5 mL B4k (5.9) A 5mL FHEE (5. 1) MWk, FF
IR -

8.2.3 ViMt: M 4mL 5 %E/KFHEEAER (5. 5), Vel & 55 i B AR B, 3 F e O R ek i
8.2.4 W4s: W LR PEBMEAE 40 CH&AF FRWMIKAE 2 /DT 0.5 mL, NIFEHFEM.

8.3 HmER
Py LV FE S 10 %HR EE KT (5. 2) TR FRAERIE A 2 1. 0mL, 0. 22 pm¥EME, ARl e
8.4 ERIACFRAERZ LT

T HIRFE, 1% BRTTEA SIS AR GUAR, R BUR SARMERROE R, T AU
%%mﬁﬁﬁul%m 0.5pg/L. 1.0pg/L. 5.0 ug/L. 10.0 pg/LAI20. 0 pg/L )3 57 VT Ac 8 & i T
VRS, W FILEC . ALy (i — R BCBR B OGN 5 o DA IR VAR h A5 PATRIIR BE R AL bR, AF . (1) 0 THI AR
RPARKR, Ll bRt it 2k .

8.5 UF/EBEXRM

8.5.1 VM GIESHE XMW
a) fifF: BEH Cig (2. 1 mmX 100 mm, 1. 7 pm) , BiPEREHH 243
b) i#: 0.3 mL/min;
c) HFEiE: 40 C;
d)  #EFEE: 10 pL:
e)  VBNAH KA EE SRR Y AR 1.



x® 1 RENMEREIRIEF

T/GDFCA 083—2024

i} /5] /min A: 0.1 % ER KA/ % B: 0.1 %2 H B/ %
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 JUiLSH KM
a) ESFURE: MBS SR (ESD
b) AR IEE R
o) WITTR: 2NN (MRM) ;
d)  EBAEHEHE: +3500 V;
e) VRIELEE: 350 C;
f)  AlHES: &S 0. 15 mL/min;
g) FWAETI: 40 psi;
h)  HEFL SR 150 L/h;
1) USRS EOLER 2.
% 2 PABY UPLGC-MS/MS Lt S#
EY (ERRD BT (m/z) THET (m/z) IR/ eV iR/ eV {3 B4 B [ te/min
Em 398. 2 220.3 140 17 4. 986
120. 3 25
Er 350. 2 120.3 160 52 3. 099
138.1 32
138.1° 25
Eu 330. 1 e 130 % 3. 524
138.3"° 22
Hn 314. 2 130 4. 220
156. 3 32
138.3° 20
Im 300. 1 563 130 3 3.535
120. 1° 35
Jb 352. 1 o 150 3 3. 459
138.1° 32
LaN 316. 1 e 160 " 3. 886
120. 0° 41
Mc 326. 2 5373 150 5 2.786
ScN° 352. 2 L8, 1 220 21 4.567
136.3 32
. 120. 1° 34
Sv 336. 2 381 160 ” 4.508
118.2° 36
SpN 350. 2 363 240 % 4. 260
254.1° 35
EmN 414. 2 321 160 57 4.951




T/GDFCA 083—2024

%2 PARJUPLC-MS/MSHE{LE&% (&)

WEH) CHRFKD BT (m/z) TET (m/z) R /eV ilf i f it/ eV DR B ] tr/min

172.1° 36

EuN 346. 1 150 3.698
111.2 53
172.1° 30

HnN 330. 2 170 4.394
138.2 30
137.4° 34

McN 342.1 160 3.399
118.3 54
296. 1' 28

JbN 368. 1 250 3.624
120. 1 41
118.2° 35

ReN 368. 2 170 4.037
136. 2 40
168. 2" 34

Sk 366. 2 160 5.137
150. 3 29
118.1° 40

SVNP 352.1 250 4.567
120. 1 41
120.3° 30

Sp 334.2 150 4.139
138.4 30
138.3° 34

Re 352.2 160 3.968
120.3 34
138.2° 32

Sce 336.2 160 4.508
120. 2 33

CERET

" ScN A SvN 2 [ 7> SRk, € B DSR2 A5
" Sv Al Sc iRy M A, B DOk A5

8.6 BEARHEEIE-BHKEIENE
8.6.1 EMNE

K i J5 VT B TR A5 o v ARV VBRI RV VRN e ROBUAR i — e R P S s T SR BT UL T VR 5 A
HE AR BRI S AL S VI OR BN TRL, FEARTRIZG AR S U SRR T P ARG S 11 €0 U 1) R B IS
(1] 55 b AR A P AR S A 70 A P OR B ] — 550 CRRARETEIAE£2. 5. %), JF LT £ 7 B 1 1 it
AF L — 50, B R D 58 P AR S B 5 YA EAR b v A A S P 1 R S 2 B HEAT LU A
RS i 2 AN S 2 3R (Vi B, U0 R P BB A ity o A A L R 504

*3 EMHBERENBETFEENRKRITRE

XS >50 % >920%~50 % >10%~20% <10%

FOVF A 2 +20% +25% +30% +50%

8.6.2 TEEIMNZE

TS B LRSS, LR UL LR A bR v LA VA AR 1A W0 N 13 50 AH €0 1% — 3 BB 3 1543
i, FUA AR IE AR ZR, AMbRTE B BT B ARE VR P ASASr  2E 23 WA B o R Y R P 25455 DU 0 v 7 47
PMAEA RN E IS Y, R 2R Y B U N A RE JE (BRI D R RR AR &) FREFEI E o 22F0PAsTE:
FNMFRARHETE R 22 SO AGI (MRMD 635 15 2 DL 4B .
8.6.3 ZTHIRE

Beas (R, SR 5E AR R A A0 B AT TN E



9 HZHRIHE
WEEPRFPAS B (1) 8, HHEES NIRRT A1E:
74 1000 . .
X=cX—X
m 1000
A A
X WEEH AR oy & &, AN ST (ug/kg) s
c FRAE Br v 28 B3R SR AT B ORI A o0 VS OR B, B N BT Cug/L)
v WFEVAWUE BARRE, A= (mL)
m AR, BN () .
T BAREE = A0 ST .
10 REYE. HEHEMBEZE
10.1 REE

T/GDFCA 083—2024

22 Ff PAs TE B M R I AR R M 0. 1 pg/kg, E&FRM 0. 3 pg/kg.

10.2 EFAE
KITVE22FPASTEQ. 25 png/kg. 2.5 pglkg. 12. 5 pg/kg MM HITE B A, H A B R 70 %~120 %.

10.3 HBEE

AT A B R ARAT A P R SL R 45 SRR RS A 4 i 22 A 20 %
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22 #h PAs BUBFR R EIFR. CAS . K. o FARENSF=E

M & A
(FERME)

22FhPASHIFR LA TR T AFR N MEIFR. CASE . G, 0 TREMI 5 TFES LA
F A1 22 Fh PAs BUBFR. f@FR. CAS 2., MR, HFRRHETSF=

T B fRIFR CASH gt SR/ AR TR
LHE; C20H31NO7
1 — —
(+) —echimidine Em 52076373 397. 46
PRSI T BT Ci3H23NOg
2 — —
erucifoline Er 10158-95-0 349. 38
SR RRIK 1 Lol e C1eH27NOg+HCl
3 o ’ -19- b . o o
europine hydrochloride Eu o70-19~4 o 1 365. 86
[ 6\
RIF S5 o " Ci6H27NOs
4 ’ — —
heliotrine Hn 30373373 o Y 313. 39
oo,
TR el e SV Ci5H25NOs
g intermedine Im 10285-06-0 ° [ 299. 36
T HOBH && CisH2sNO
6 5 _ar_ ) L 18H25NOg¢
jacobine I 0870-673 ! mi; 351. 39
SRARREN- AL, —
+) — \ BN —4S . oH W
7 (+) A ¥ N %WC%, LaN 95469-15-0 P Ci5sH2sNOg
(+) ~lycopsamine [ 315. 36
N-oxide o °
HO, OH
LUaERe 2P oo “"'i_cl?o C16H23NOs
8 monocrotaline Me 31572270 %‘3 325. 36
1%
Ny _ o
o | FEETHLM: “on 11965 67 rfi CisHsNOs
senecionine N-oxide FN 351. 39
i
10 BT Sv 72755-25-0 ] P CisHasNOs
senecivernine - 335. 39
HO -
N o}
11 T BN A5 SpN 38710-26-8 lom CisH23NOs
seneciphylline N-oxide P B 349. 38
(‘).
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RA. 1 22MPASHYZFR. EFR. CASS. HHIN. FFXARMEMNZFE (8

T SR fRiFR SR/ AR TR
12 LR EN-SEALI s EmN C,0H31NOg
(+) —echimidine N-oxide 413. 46
13 RK R T SN 5 EuN Ci6H27NO7
europine N-oxide 345. 39
RIFHIN-E A5 Ci16H27NOs
14
heliotrine N-oxide HnN 329. 39
15 B A BN McN Ci6H23NO7
monocrotaline N-oxide 341. 36
16 T B IN-E A5 TbN Ci1sH2sNO7
jacobine N-oxide 367. 39
17 81T B ERIN-SE A5 ReN Ci1gH2sNO7
retrorsine N-oxide 367. 39
18 o BT BLG Sk C19H27NOs
senkirkine 365. 42
T B EmN-F A4 CisH2sNOg
19 ’ -28~-
senecivernine N-Oxide SN 101687-28-9 351. 39
TEAIER; CisH23NO:s
20 . Sp
seneciphylline 333.38
21 81 B 6w Re CisH2sNOg
retrorsine 351. 39
29 T EAT Sc CisH2sNO:s
senecionine 335. 39
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Mt &% B
(FERME)

22 Fi PAs FREEAIR (20 ng/L) BRI (MRM) @ iEE
22MPASHREE I 22 IO I (MRMD 23 & UL B, 1,

+MRM (398.2 -> 120.3) 019.d
x10 © 4.986 min.

Counts

1.2+

1
0.8+
0.6
0.4-
0.2- |
0 —1—4

Acquisition Time (min)

+ MRM (350.2 -> 138.1) 019.d
5]

£ x10
3 225
&) 2
1.75-
1.5
1.25+
14 3.099 min.
0.75-
0.5
0.25- 1 1
o
| \ \ | \ |
0 2 4 6 8

Acquisition Time (min)

£ #i5F (+)-echimidine (Em)

ZMREM T BOEHE erucifoline  (Er)

+ MRM (330.2 -> 156.2) 019.d

+ MRM (314.2 -> 156.3) 019.d

[ [ \ [ [
0 2 4 6 8

Acquisition Time (min)

£ x10° 3.524 min. £ x10° | 4.220 min.
s } 1 >
S S 25
2 a
24
1.5
1.5+
1
‘I,
0.5+
| | 057 ! l !
o] o
[ \‘ I ‘ I I I I I ‘\ I I ‘ I I I
0 2 4 6 8 1 2 3 4 5 6 7 8
Acquisition Time (min) Acquisition Time (min)
EMRRK )51~ europine hydrochloride (Eu) KIFZEHE heliotrine (Hn)
+ MRM (300.1 -> 156.3) 085.d + MRM (352.1 -> 155.2) 019.d
£ x10°5 | 3.535 min. £ x10 > 3.459 min.
S 1.4+ 2 1.64
3 o
© 12 14
1- 1.2-
0.8- 17
0.6 0.8
' 0.6
047 0.4-
0.2- | L | 0.2- | |
0- — S

[ \ \ [ [
0 2 4 6 8

Acquisition Time (min)

LB intermedine (Im)

FHEHK jacobine (Jb)
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+ MRM (316.1 -=> 111.2) 019.d
x10 5 3.886 min.
3.5
3,
2.5
2,
1.5
1,
0.5 | |
0 | |

Counts

Acquisition Time (min)

+ MRM (326.2 -> 237.3) 019.d
x10 4 2.786 min.

[22]
I
3
=}
O 24
1.5+

14

0.5+

-2 0 2 4 6 8
Acquisition Time (min)

() A HEN-E4LH  (+)-lycopsamine N-oxide (LaN)

MCH7 5 4% monocrotaline (Mc)

+ MRM (352.2 -> 136.3) 019.d

x10 5] 4.637 min.
1.2

1
0.8
0.6
0.4-
0.2

0

Counts

1 2 3 4 5 6 7 8
Acquisition Time (min)

+ MRM (336.2 -> 138.1) 019.d
x10 5 | 4.508 min.

Counts

24

1.5

1

0.5+

o
|

T T T 1T T T
1 2 3 4 5 6 7 8

Acquisition Time (min)

T HITEMY) senecionine N-oxide (ScN)

FT I HEH, senecivernine (Sv)

+ MRM (350.2 -=> 136.3) 019.d
x10 57 4.260 min.

Counts

T T 1T T T T 1
1 2 3 4 5 6 7 8

Acquisition Time (min)

+ MRM (414.2 -> 352.1) 019.d

x10 3 4.957 min.
3,

2.5
2

Counts

1.5
1
0.5+ | |
———

T T 1T 1T T T T"]
12 3 4 5 6 7 8 9

THYIEM N4 4LY Seneciphylline N-oxide (SpN)

Acquisition Time (min)
22 H]EN-SA (+)-Echimidine N-Oxide (EmN)
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10

+ MRM (346.1 -> 111.2) 019.d
£ x105 | 3.698 min.
>
S 1.75
1.5
1.25
1,
0.75-
0.5
0.25 |
0- |

[ \ [ \ [
0 2 4 6 8

Acquisition Time (min)

MRM (330.2 -> 138.2) 019.d
x10 57
5_

Counts +

4 -

I
1 2 3 4 5 6 7 8
Acquisition Time (min)

R R FTSEHIN-4A 1LY Buropine N-oxide (EuN)

KIFHIIN-E 1LY Heliotrine N-Oxide (HnN)

+ MRM (342.1 > 118.3) 019.d + MRM (368.1 > 120.1) 019.d
£ x105 | 3.399 min. 2 x105 3.624 min.
3 =
S 8 4
2.5 .
2+ 34
2.5
15-
5 o]
1 15-
1,
097 | | 0.5- | L;
0 | | 0- | —
A S R | | R — |
o 2 4 6 8 o 2 4 6 8

Acquisition Time (min)

Acquisition Time (min)

B A BN 4k monocrotaline N-Oxide (McN)

F HEBEN- 44 jacobine N-oxide (JbN)

+
7%}
2
o=
=
o

O

MRM (368.2 -> 136.2) 019.d
x10 ° 4.037 min.

1.75-
1.5-
1.25-
1,
0.75-
05-
0.25

1 1T T T 1
3 4 5 6 7 8

+ MRM (366.2 -> 150.3) 019.d

2 x10 5 5.137 min.

S -

o

(@] 14
0.8+
0.6
0.4+

0.2

! !
0| | |

Acquisition Time (min)

8 B OEHEN-E 1LY retrorsine N-oxide (ReN)

Acquisition Time (min)

7 BT BO6H® senkirkine (Sk)
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+ MRM (352_1 ->120.1) 019.d + MRM (334.2 -> 138.4) 019.d
£ x108 4.567 min. £ x10° 4.139 min.
= l > 34
o \ o
O 1 | O
; 2.5
0.8 ‘ o
0.6 \ 1.5
0.4 ‘ 14
0.2 ; ‘ 0.5 \ \
0o . 0| | |
\ [ ;\ I [ [ \ I \ \ ‘ I \ \ ‘ [ \ \
1 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8
Acquisition Time (min) Acquisition Time (min)
T HLN-A4bY) senecivernine N-Oxide (SvN) FHEY4ER seneciphylline (Sp)
+ MRM (352.2 -> 120.3) 019.d + MRM (336.2 -> 120.2) 019.d
.2 x10 5 ‘2 x10 5] 4.508 min.
3 6 s 3
o O
5 2.5
4- 2
3 1.5
3.968 min
2- | 14
1 -‘1 | 0.5 ‘ L ‘
L ‘ ‘
o ———+—— of
] T T T 1 1 T T T T T
01 2 3 4 5 6 7 8 1 2 3 4 5 6 7 8
Acquisition Time (min) Acquisition Time (min)

8T BBl retrorsine (Re) FHET senecionine (Sc)
B. 1 22 i PAs #REIAMR (20 ng/L) ZRBZESM (MRM) € iE[E]

11



