JRAET @R AR & (R ih O L EMERHEENTTE S 2E)
TRTARRE AR E

HEME B R B O R P B OFAETN O GHTIC L DA RBH IR DORE
sriatses B CE) R ESLERSRLEENIEET Rl B EEER

MREE

TR RO —FETH Y, WBIMNIBNTAN—T « 2 REETOHERHEFIN L L, i
FELREShTWwaEr ) DV T7lnA K (PAs) (Z2W\WTC, ZDOIEYERETAIC
FUT T2 MIEBR R 24T~ 72, B u ) PP 7 b RiXEUESE 2 ET A% 0
DD, DEHEOE VBRI o~ VST 7 o —EHOTRH L. A7 2T L
AP ERERE, VA= EE N3 Fax v 7 2o VERABETEMRETH 0 T AR L
7oA, 3 ReXv 7= BT L2, FMTUCE=ULAEGAEAY ) —VIRIKRE
ET AT 7ATELTCT IV MNEHTHZ LT, 40D PAS IZOWTR—RA T A 57
BE I —7 by TR R TTE D 2 EAURENT. & 61T, HFTEDOMERERHAmRER H>
5, 40 R PAs & T TRIAFZREMME (R?>0.99) WONC BAF/REE - K55 (B : 849~
101.3%, DM THE : 2.0~16.3%, ENFEE : 3.0~16.7%) 2 HER S, REFAN—T « 2R
A AHD PAs DIHFYLFEREFRAEICA A2 0MMETH D Z E¥maniz. £, TlHHAEOHR
B, BOETHET D —7 « 2850 22BN TS RIS I D PAs D& A HER S,
Stk K OMRIANELGL &b g & U715 YRS RE A O M ENE D R S 7z,

MR IE i, EEWEEFSOMREORE, val
Y HRE DU TNArA R (PAs) ITRESMEIC B W
(EISZEESE S R A AMTZERT & AhER) ToN—"T « 2 ZEDIHYFEH]13% <,

TR ENTEAE LTS Z EREN, [H
A. HEE® PN A A 2 38 U D 15 Y FERE R A 3 4 22
R B 3R 7 OB X 2 & & ThHDHEZEZ LN, ASEEITIHYERER
ITEFEREINTEBY, FECELFHEAELT FIZENT ToN—"T « 234 ZAHD PAs 08T
W5, GESMNETIX R EMEORRE D & FEEE EOMNLZ B E Lz,

DRELEDRNBENH#HEL LN TNDEHLDT
HoTh, TAETITHEEINRTIOLONTE B. ®EFIE

59, —RAMLELTHEBLTVWAESD 1. RA¥

HDH. AR TIE, FOETRICERR L FYRT, X=Xy, FVLH ), m
HLEZ LN HHEMIERREICOWT, [ —AwU—, YR —, ZA L, ~V=7
NItBEREMOGREREZHEST L2 L% L, 732, FALY—FRERE—U% A
RIEEME LTS, FEFREE M L 7-35 5+ A=y MZEVEEAL, RS LTH

[E O M B SR T3 (2 BE 9~ 2 B <0 7E B VAV
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2. AFEZE

AL ) —VTE 7 A v DR o
LC/MS iz Wie., Fle7 =0 ATE
7 A LAFEHEE R D HPLC 2 fu 7z,
0.1 viv% XA % / — L¥EIKIL Solstice
Advanced Materials > LC/MS & v 7.
Wili2 X Merck B OR BT HEZ AW, K
S AE 7= (11, viv) XBERIEER O
FMRBRHE V2. 25 ww%T Y E=T
KiZ Merck o> LC/MS H &AW =, ZKi%
MR REEE TR L b o2 v,
PAs O&AEYES X PhytoLab $ 4 7= (il
FEITER VIR, B I =5 7 L1 Waters
B Oasis MCX KON Oasis MAX (& HiZ
500mg/6mL) W=, AT T 7 41
% —|% Agilent 84 Captiva PTFE 7 1 /L %
NAT I (FLEE 022 um) ==,

3. KE
= IS ZM200 (Retsch ) %
W oL EERIKORS B E 1T MlLi-Q Integral 10
(Merck ) 2 M 7=, g & 9 #i% SR-2DW
(AT 78 RV o BE
7 v 7R HE D STOOFR (A H s =)
PHAWE. a—& Y —x R L—Z—[L N-
1000/NVC-2100/DPE-1300/CCA-1111/SB-
1000 CRCEMbEMED) 2z v,
SFC-MS/MS % Nexera UC &% LCMS-
8060NX (& & (2B EETHY) Z v/,
T — X fi#HT 1% LabSolutions (& /ERTHRL)
RV T 7.

4. PESM

(1) SFC &1t

717 I Shim-pack UC-RP, UC-diol & T UC-
HyP (27T 3 pm, 2.1 mm i.d. x 150 mm, &
BT

42

717 NREE ¢ 43°C

EAE 1 ul

BB : (A)CO,, (B)23mM FET U E=
U LAE ) — VIR

iE 1 mL/min

77T k0 5 (AB=95:5) —2 %
(A:B=95:5) —18 43 (A:B=82:18) —18.1 %
(A:B=60:40) —23 77 (A:B=60:40) —23.1
5y (A:B=95:5) —257%y (A:B=95:5)

BPR £ /) : 100 bar

BPR @ : 50°C

AATT o TR 2 0.1 VIVY%FTEEA X ) —
SRR (it 0.2 mL/min)

(2) MS A

A F Ak ESI(+)

37 T AW —H A 3 L/min
t—7 4> 7 HA : 17 L/min
KIA A7 A 3 L/Mmin
AU H—T = A ZRE 1 400°C
DL I : 300°C

E— b7y ZiRE  500°C
CID 77 A : Ar, 270 kPa
A B —T oA AEL
HEE— K : SRM
Moo Tovar E20EBY

1kV

5. EIERKIRARIE
% PAs IEYESLZ A & ) — VICHRL 0.5
mg/mL OEHERHK E L, A%/ —/LCifi

BARL THW-.

6. FREMFRE

AU 1%, REHEICIE ULk 3L
0.50 mm D A7 U — > &35 U= D
2 DT L, o x—Riz L7z,



F O OREHZ O W TIH N & — ko il
mmE DO FE FHW.

7. REREKRBNE

Uk 2.00 g (2 0.1 mol/L Fiifig,/ * % J —
v (1/1,viv) 10mL 20z 10 3R E 9 L
7=DbH, 3430 x g TS5 oy L7,
L2 0.1 mol/L g/~ A & 7 — v (1/1,v/v)
10mL 2002 10 iR E 9 LD b, 3,430
xg TS5 OmEE L7z, RiExabY,

0.1 mol/L ffiifiz,~ A % 7 —/v (1/1,v/v) T 20
mL IZER L. ERKI0mL &2, A&/
—/L5SmL L OK A% 72— (1/1,viv) 5
mL T2 7 (33 =7 L7 Oasis MCX
WA L7z, Oasis MCX &K,/ AH J—)b
(1/1,v/v) SmL LA X /7 —/L 5mL T
HL7Z., TO25wWwwhT VBT KAAH
J = (1/49,v/v) 5mL Ca>s5 4+ a=
v 7" L7z Oasis MAX % Oasis MCX @ FiZ
HAEL, 25 wWw%T v E=TKAHK ) —
v (1/49,v/v) 10mL TR L7z, k%
TR L —Z — Tl L, BRI N Tz
BL7=. A%/ —/ 1 mLICML, FLEE
022 um @ PTFE A7 Z 27 4 )L —T
Al L7zt D& RBRIEIR E Lz,

8.  HTEDMEREFAME

TV AT A, WESE LT T OBIR
P, ERRE, BERORET NI R
7 ADRBE TN Uiz, EAREOFHmIC I,
TONPERE 1, 5, 10, 50 K TX 100 pgkg D 5
Wb b~ M) v 7 ARERE AT,
B R OREEIL, WINRE 1 pgkg 2BV
T1H20MTOMERZ 5 HMFEm+ 22 &
WZEVRDTZ., ~ Y v 7 2AOEEL, 1
ng/mL (FRINEE 1 pg/kg (ZFHY) @ 40 Fl
PAs fEYEVIR O ' — 7 AEIC x5, [FlE
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J£0 40 Ff PAs v N U v 7 ASEAHETRIR DOV
— 7 EELEESE (%) THEHLEZ. &2
B, v My AERERRIE, 7T 7R
B 2 17, BRI RE ) (IS -> Tl
R, WEEZFRZE L, 1 ng/mL O 40 ff PAs
EEEIR 2N A CEfiR+ 252 & Tl L
7.

C. WERRRVNEL
1. Gtk 7 Aokt

WEAEREE D LC-MS/MS % HW 7o Miad Tl
SEECERWEEMIN Do T To 8, SR
EBERE S = WEER R v~ N 7T
74— (SFC) W THE & T~ 7. 47
2T VIR ERER, A — AR
- ReF v 7o VEAZFEIEME L
Shim-pack UC-RP, UC-Diol & O* UC-HyP %
ATtz iro (K1), 74774
TIEXRT V=T LEH AL ) —IL
Wik E M-, TofEE, UCRP Tk
seneciphylline % (% spartioidine, iIff TN IC
senecionine-N-oxide [ % senecivernine-N-
oxide 23 57Hff L7275 > 7-. UC-Diol TIlZ,
seneciphylline & (X spartioidine [F~—2 7 1
VATEEL 721 O D, senecionine-N-oxide & X
senecivernine-N-oxide 7377 Bff L 727> 7=.
UC-HyP T3, seneciphylline J& U spartioidine
1T _X—AF A 578 L, senecivernine-N-
oxide % Uf senecionine-N-oxide | L~— A F A
VOBEZIZES oo b OO, B—7 b
Y IR LT-. 2B ORERMNG, REt
L7z 3 #® Shim-pack 77 7 LD HTlL UC-
HyP 23 b RAF 72 0B a = L7z,

&IZ, UC-HyP %MW Th 7 AEEIZS
WTTHRRT L 72 (1 2) . 40°C Tl retrorsine &
senecivernine-N-oxide, I TNZ usaramine &

integerrimine-N-oxide 7% 73 L 72 7> > 72—



75, lycopsamine & rinderine TiZE—72 h
v T O BENRRD b L. 45°C T
retrorsine & senecivernine-N-oxide, I TNZ
usaramine & integerrimine-N-oxide 7377 Fff L
7e—FhT, THEL
ﬁ#ot.mwfimﬁh%9&<k%t
—7 by T TOREENRRD B, SERIRE
720 DI ®6ﬂﬁﬁot_&ﬁ6 ﬁ7A
IR 43°CHEYITH D EBER DN, K
WL L2 FCB T D7 n~ b7 T L&

3UZRY. 40 FEOD PAs [ZDWNVTR—R T A
YOI =7 by TR ER T E
LT ENRENT. HHRERERHETITED
%< DPAs i BIERTE DMENRDH D Z
& 225, Shim-pack UC-HyP #3471 7 A &
LTHWSHZ L LT,

lycopsamine & rinderine 7347

2. RBREEROFAN

PAs Zo#TCiE, —#%IZ 0.05 mol/L FREEH
FHEEEE L THWSLN D, AL PAs O
I N-A x> REBEEELAETH Y, B
PEERET T r bofbdT 528, KOYN-F
X RN Em OB E T 5 2 &
WSS LD THD. A YVHEY R TR
fiFZERT (BfR) 23 LT\ % i%ﬁo&
ON—T 7 4 — %G & LIz okl
wf%&%mWLMM#%ﬁ%ﬁkbfﬁ
MENTWD., LaL, ZhbDHFETIE
A ABEER S E TN
EMS, BREEBHT X o T H4r i
BONRWAEEERDH D, D7D, Kk
FCI% 0.1 mol/L fiilig /A % 7 — /v (1/1,v/v)
Z VAL & U TRV,

FEEUCH WD EME I =7 H22 0T
i, HHEAY pH 2 RO EKIEEETH 5
ZEnn, VU BRFBEATIEARLS, HH
A[HEZR pH HFAPHS AWK U~ — R A &
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IR L7z, 72, PAs DI N-A X RN
WRNELAEMTH D Z LD, Wik — iRk
A A AR v—7J7A’C§)5 Oasis MCX
ERAWTEREZIT- 72, PAs 2 & TR
% OasisMCX X = 7 AZHAM L, K&
AR ) =)V THEE, 25 ww%T VE=T
K AR ) —)v (1/49,vIv) TR LIZE =
5, 2T D PAs TRAFREIEENG BT,
LU B, AREED B TIIATER 7y D
PRENSA+Tholz. 2T, BRI
RayDkEEEZBRE LT, iK% Oasis
MCX [ZAf L, KEORRAHZ ) — L THig
%, TEMCARY ~—RWiFH — ka1 4 A&
$i3 =7 LT D Oasis MAX & H5#E L
25 Ww% T V=T KA K 7 —v (1/49,
v/v) TPAs s+ o1k E Lz,

3. whUyrRDEE
40 FE PAs #EH L TWRWHDHWIEE
HFENDNWZ LxzbohUOERLE
FYRAT, B=A Yy, AT kTR
— A V=2 HWNWT~ ) v 7 ADKE
R L7, RUBHIREE 1 pg/kg MY T
%, WIEERERRICRTT 5~ Y v 7 A
YRR oL Z M 4 17T, ALEWIC
Lo T57.1~2163% & RES~ MU v 7 R
%@%xffwé LR S L. K
FECEHE 2.00 g ZFFHLL, £D 5B 1.00
g*ﬁ%%ﬁiiz CHWTWD Z D, 57
WCHWDRBIENZ <, JIE C%ﬁ“%ﬁz
LRMED Z T IR ETE RN STZEE
Z HiLD. retrorsine-N-oxide, lycopsamine,
intermedine , rinderine } TR
monocrotaline T~ kU » 7 A[HDEVHZ
RN DOD, 2k LTEY N v
7 AMTCHEI L@ mZ2 R LTz, PR
DFERI G, ARUE TR AR ERE 2 A

echinatine ,



TR R L O A3 HE L & L,
<~ )y 2EREREHAT A ZEEL
7=,

4.  SHTEOVERERHE

40 FED PAs A EAH LTV eWZ L& b
SMNUDHER LT Y A7 & AT
EOMREFAG 21T > 7.
4.1. JBIRME

FYATITBNTL, BEY—7IF5E0
Lo T,
4.2. HERE

1-100 uglkg IZBT 5, v~ 8 v 7 AfRE
B (E LT Ux) D EYFE R O EREL (R?)
ERIITT. WTROEMIIEB N TS
1-100 pg/kg OHIPH T B AT 72 E R (R>0.99)
RS ST,
4.3. HEKRUONEE

IR 1 pg/kg I WTC, 1 H 2 PHTO
AER A 5 BN L, B RO E 2 5T
L7z (F4). HFEIL84.9~101.3%& BAf72
fERTh ol DHMTHEIX 2.0~16.3%, =
WHSEE1X3.0~16.7%TH Y, BAF CTH - 7=,
Heliosupine [ZOFTFEEE K OVSENHEEE & H 1T
HHREVVEE 72572, Heliosupine TiE~
NU w7 ADEBEIN ST 1% E KE L (X 4),
M DR BEE B ZIT -2 LN ELD
EO—K LRS- ATREMED RIZ S L7z

5. BYERBROTHAR

BA%E L7 otrisz Hvy, EN Tt %
IN=T AL ZHD PAs (G YLFERED T
A ZAT o7 BUEHE, EU @ TR & & O
BHZBE 3 2 BE %% o 27 & (RASFF:
Rapid Alert System for Food and Feed) | (233
TR EFIESBICRE L. £, 2 &
O3 OMFHRE RN D, EEITTY A7 2/
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Wiew b v 7 A EMRE O TITo 7.
% PA DEBERL O PAs DEFHEE 5
RS, T g v — RUSAAETOREDN D
PAs 28 E® FIRUL BB Sz, Frlg, &
VA QTHWEL O L3R 530k},
73302 =225\ TiX 7372~
2,459.7 ng/kg & EIRE TR S, BU O
Y2 EE LTz b,

D. #&#

KGR TIL, /N—T « 2,34 A D PAs
OIFEYFEREFHE AT, HTEOBRI 21T
o7, 3B Fu¥ v 7 o =LA EER &
THHT7LEH, BT UE=ULAER
AN )= NVIRREET A 774 T &Lz
SFC-MS/MS JIIFEIZ LV, 40 FED PAs 12D
WTR—=Z2 T A VI —7 by
BEE R LTz, S 5IT, OATIEOMERERT
DRGSR, RiED BAFRMERIHIE SN,
IN—T e 23 AT D PAs DIFYLFERETHE
WCHRZRSWE TS Z RSN, £
7o, PR ORR, THAETHIET D
— 7 s 2 RITB VTS A S R EE
PAs DEA DRI, 4%, K VIELAW
A3t G & U7 ih Y JEREFR A oD 40 B
DRI Z Tz,

ZEEE

1) Commission Regulation (EU) 2023/915 of
25 April 2023 on maximum levels for
certain contaminants in food and repealing

Regulation (EC) No 1881/2006

E. #rERE
1. R
L



2. FRER

1) 2HEE, EH KR §E, BHE,
gAMLz, PR THEME B SR 5 IR
% 7 A E D HLH S R OV B 4 25 =
OFRAIZE] % 62 [mleEf A L
S ES, 2025 45 11 A (@)

F. Z0AOMAEEHED HHRE - BRI
mL
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1 PAsEEVES OME —E

a=x?] HE (%)
Senecionine 99
Senecionine-N-oxide 91
Retrorsine 100
Retrorsine-N-oxide 89
Seneciphylline 100
Seneciphylline-N-oxide 94
Senecivernine 92
Senecivernine-N-oxide 94
Senkirkine 99
Integerrimine 97
Integerrimine-N-oxide 94
Spartioidine 95.7
Spartioidine-N-oxide 91.1
Usaramine 94
Usaramine-N-oxide 100
Erucifoline 100
Erucifoline-N-oxide 94
Lycopsamine 99
Lycopsamine-N-oxide 100
Echimidine 80
Echimidine-N-oxide 99
Intermedine 99
Intermedine-N-oxide 96
Indicine 87
Indicine-N-oxide 100
Heliotrine 90
Heliotrine-N-oxide 100
Europine 87
Europine-N-oxide 95
Lasiocarpine 100
Lasiocarpine-N-oxide 95
Echinatine 87
Echinatine-N-oxide 99
Heliosupine 89
Heliosupine-N-oxide 100
Rinderine 100
Rinderine-N-oxide 99
Monocrotaline 100
Monocrotaline-N-oxide 91
Trichodesmine 100
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72 Shim-pack UC-HyP |2 3517 % {RFFRFH] A O SRM Z:f:

Lam PRI - E . EMEM

(43) cNZovva s CE cNFoTVvay CE
Senecionine 6.3 336.1>120.2 -29 336.1>94.3 -32
Senecionine-N-oxide 12.8 352.1>118.1 -36 352.1>94.1 -46
Retrorsine 12.1 352.0 > 120.2 -31 352.0>138.2 -31
Retrorsine-N-oxide 18.2 368.1 >94.1 -45 368.1 >118.2 -32
Seneciphylline 7.4 334.0>120.2 -32 334.0 > 94.1 -36
Seneciphylline-N-oxide 13.9 350.0 > 120.2 -33 350.0 >94.1 -43
Senecivernine 5.9 336.0 > 120.1 -33 336.0 >308.2 -27
Senecivernine-N-oxide 12.6 352.0>118.3 -32 352.0>94.2 -44
Senkirkine 13.0 366.0 > 168.3 -30 366.0 > 122.2 -33
Integerrimine 7.4 336.0 >94.1 -35 336.0 > 120.3 -29
Integerrimine-N-oxide 13.8 352.1>118.3 -37 352.1>94.1 -42
Spartioidine 8.4 334.1>306.2 -26 334.1>120.2 -26
Spartioidine-N-oxide 14.7 350.0>118.1 -34 350.0 >94.2 -40
Usaramine 13.3 352.0 > 120.1 -33 352.0>94.2 -42
Usaramine-N-oxide 19.1 368.0 >94.1 -44 368.0 > 118.1 -35
Erucifoline 10.9 350.1 >94.1 -37 350.1>120.1 -30
Erucifoline-N-oxide 17.6 366.1 > 118.1 -33 366.1 >94.1 -42
Lycopsamine 15.8 300.1 > 156.3 -30 300.1 >94.2 -27
Lycopsamine-N-oxide 16.8 316.1 >172.2 -30 316.1 >94.1 -38
Echimidine 10.0 398.0 > 120.1 -28 398.0 >220.2 -20
Echimidine-N-oxide 13.8 414.1 > 254.2 -32 414.1 > 396.3 -25
Intermedine 15.3 300.2>94.0 -26 300.2>138.2 -22
Intermedine-N-oxide 16.4 316.1 > 172.1 -30 316.1>94.3 -43
Indicine 14.8 300.0 >94.1 -26 300.0 > 138.3 -23
Indicine-N-oxide 15.9 316.1>172.2 -29 316.1 > 138.1 -31
Heliotrine 13.3 314.1>138.3 -22 314.1 > 156.1 -28
Heliotrine-N-oxide 14.8 330.1>172.3 -30 330.1>111.2 -42
Europine 15.7 330.1 > 138.3 -23 330.1 >94.1 -45
Europine-N-oxide 17.2 346.0>172.3 -28 346.0 > 111.2 -48
Lasiocarpine 7.6 412.1 >120.2 -30 412.1 > 336.3 -21
Lasiocarpine-N-oxide 14.4 428.1 > 254.1 -31 428.1 >410.2 -26
Echinatine 16.5 300.1 >138.3 -24 300.1 > 156.3 -26
Echinatine-N-oxide 17.5 316.0>172.1 -29 316.0>111.1 -41
Heliosupine 10.6 398.1>120.2 -28 398.1 >220.2 -19
Heliosupine-N-oxide 15.9 414.0>94.1 -43 414.0 >254.2 -32
Rinderine 15.9 300.0 > 156.2 -29 300.0 > 138.2 -22
Rinderine-N-oxide 17.1 316.0>172.2 -27 316.0>111.1 -41
Monocrotaline 13.0 326.0>94.2 -45 326.0>121.2 -29
Monocrotaline-N-oxide 18.9 342.1>137.3 -31 342.1 >236.3 -28
Trichodesmine 10.2 354.0 >120.2 -37 354.0 > 2223 -30
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Shim-pack
UC-RP

Shim-pack
UC-Diol

Shim-pack
UC-HyP

Intensity (x10%)

Intensity (x10%)

Intensity (x10°)

40 334.1>306.2
Seneciphylline
30 A + Spartioidine
20
10
0 T )
0.5 1.5 25
Retention time (min)
14 1334.1 > 306.2
12 1 Seneciphylline
10 A L
Spartioidine
8 4
6 4
4
2 4
0 T )
1.5 25 35
Retention time (min)
12 1334.1 > 306.2
10 A Seneciphylline
8 | Spartioidine
6 4
4 4
2 4
0 T )
7 8 9
Retention time (min)
1 Shim-pack UC-RP,
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140 -

120 -
100 A

80
60
40
20

3

Intensity (x1

352.1> 1181

Senecionine-N-oxide
+ Senecivernine-N-oxide

35 -
30 -
225
%20
15
£10

ensity

2 3
Retention time (min)

352.1> 1181

Senecionine-N-oxide
+ Senecivernine-N-oxide

- o
o ©

N
ES

Intensity (x10°)

6 7
Retention time (min)

1352.1> 118.1

Seneciverninel Senecioninie-N-oxide

-N-oxide

RN
ON B O ®®ON
1

12.5 13.5

Retention time (min)

Diol & U\ HyP @ [z,



Column temp.
45°C

Column temp.
43°C

Column temp.
40°C

CEE———

Intensity (x10%)

Intensity (x10%)

Intensity (x10%)

30 1352.1>94.1 25 1352.1>94.1 30 1300.1>156.3
Senecionine-N-oxide Intermedine .
25 4 ] o ” 25 4 Lycopsamine
. 20 Integerrimine-N-oxide = fidicine .
20 4 Senecivernine- =] 2 20 A Rinderine
N-oxide %15 1 x
5 2 215 4
210 A 2
10 2 210
. = =
5 | Retrorsine 54 Usaramine 5
0 T ] 0 T d 0 T T "
11 12 13 12.7 13.2 13.7 14.5 15 15.5 16
Retention time (min) Retention time (min) Retention time (min)
25 4 20 4 25 4
352.1>94.1 352.1>94.1 300.1> 156.3
20 | Senecionine-N-oxide i Integerrimine-N-oxide 20 . . Lycopsamine
& 1 a ntermedine ’ .
Senecivernine (=4 = Rinderine
15 -N-oxide x ®15 4
210 4 =
10 4 é § 10 A
= J z £
5 Retrorsine 5 Usaramine 5 J
0 T " 0 T y 0 T T \
11.4 12.4 13.4 13 135 14 14.7 15.2 15.7 16.2
Retention time (min) Retention time (min) Retention time (min)
35 1352.1>94.1 30 1352.1>94.1 30 1300.1> 156.3
30 Senecionine-N-oxide 25 Usaramine 25 JIntermedine Lycopfamine
25 N + = x .
Senecivernine Ex 20 Integerrimine % 20 Rinderine
20 _N-oxi X _N-oxi x
N-oxide =15 N-oxide =15 4
15 * a2 ®
Retrorsine o) ]
10 210 £
& 5 5
0+ ™ d 0 - T ] 0
10.7 1.7 12.7 125 13 13.5 14.2 14.7 15.2 15.7

Retention time (min)

Retention time (min)

Retention time (min)

2 BT LREOHE. T LREUSORIESRIFIT BAEGIED 4 25 R,
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25 4

12 4

12 1 100 1
336.1>120.2 o 336.0 > 94.1 . 334.1>306.2 412.1>120.2
20 | ) ; Senecionine 10 4 Integerrimine 10 4 Seneciphylline 80 1 Lasiocarpine
P Senecivernine P P Spartioidine  ~
=} S 8 A o g =}
= x 3 % 60 4
2 2 6 4 2 61 2
[} (2] 7] [7]
s § 4 g, £ 40
£ £ £ £
2 1 2 20
0 T ) 0 | 0 . Y 0 v ]
5 6 7 6.9 7.4 7.9 7 8 9 71 76 8.1
Retention time (min) Retention time (min) Retention time (min) Retention time (min)
120 ) ) 15 4 [ 25 1
398.1>120.2 Heliosupine 354.0> 120.2 Trichod . 350.1>94.1 352.1>94.1
100 - richodesmine 5 | Erucifoline Senecionine-N-oxide
. Echimidine - ~ 201 N
S g0 | :6_ 10 4 fé 4 ) Senecnvgrnme—
x 3 3 x 15 N-oxide
2 60 1 2 23 1 2
‘B 7] ) ‘B
c c c c 10
L 40 L 54 224 L
£ £ £ £
20 4 1 5 Retrorsine
0 T d 0 T ! 0 0 T .
9.3 10.3 11.3 9.7 10.2 10.7 10.4 10 9 11,4 114 12.4 13.4
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#3 < MUy AREROBENR L R EFREL.

(=X EIPTEN RIEFREL
Senecionine y=246141x - 37144.9 0.9991
Senecionine-N-oxide y=127359.4x - 17188.31 0.9999
Retrorsine y=96924.82x - 6839.46 0.9999
Retrorsine-N-oxide y=109232.1x - 6666.26 0.9999
Seneciphylline y=196533.2x - 17556.2 0.9993
Seneciphylline-N-oxide y=147328.1x - 6346.55 0.9998
Senecivernine y=235203.2x + 2786.369 0.9997
Senecivernine-N-oxide y=128065.5x - 12467.4 0.9996
Senkirkine y=321812.2x - 18013 0.9999
Integerrimine y=123290.5x - 4027.62 0.9997
Integerrimine-N-oxide y=131690.5x - 7485.24 1.0000
Spartioidine y=123702.9x - 6907.23 0.9998
Spartioidine-N-oxide y=123183.7x - 2276.33 0.9999
Usaramine y=103209.5x - 13967.8 0.9997
Usaramine-N-oxide y=65201.71x - 9625.43 0.9999
Erucifoline y=58015.93x - 350.069 0.9999
Erucifoline-N-oxide y = 83439.75x - 4061.18 0.9998
Lycopsamine y =345277.6x - 19266.9 0.9997
Lycopsamine-N-oxide y =400545.6x - 10453.3 1.0000
Echimidine y=1323857x- - 98491 .4 0.9999
Echimidine-N-oxide y=409170.2x - 26637.6 0.9999
Intermedine v =572000.1x - 45703 1.0000
Intermedine-/N-oxide y=425113.9x - 10102.3 0.9999
Indicine y =604556.5x - 40038.2 0.9998
Indicine-N-oxide y =445247.5x - 13453.9 1.0000
Heliotrine y=1118507x - 166790 0.9986
Heliotrine-N-oxide y=879143x - 79833.5 0.9991
Europine y=964926.1x - 71895.6 0.9989
Europine-N-oxide y=581628.1x - 40035.8 0.9999
Lasiocarpine y=691803.3x - 51190.3 0.9988
Lasiocarpine-N-oxide y=228987.2x + 10639.49 1.0000
Echinatine y =600995.6x - 24002.2 0.9997
Echinatine-N-oxide y=475616.7x - 43101.5 0.9996
Heliosupine y=1537902.8x - 71753.2 0.9966
Heliosupine-N-oxide y=165808.3x - 1188.73 1.0000
Rinderine y=261831.5x - 23776.1 1.0000
Rinderine-N-oxide y =620875.3x - 35257.6 0.9998
Monocrotaline y=110938.1x - 15097.6 0.9996
Monocrotaline-N-oxide y=199961.3x - 67446 0.9998
Trichodesmine y=223859x - 7349.61 0.9999
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F4 HEXROHE (%).

B DHTHRE | SNKBE
Senecionine 90.7 4.5 5.3
Senecionine-N-oxide 101.3 4.1 8.4
Retrorsine 89.7 5.2 9.0
Retrorsine-N-oxide 96.7 3.0 3.0
Seneciphylline 86.1 3.0 7.2
Seneciphylline-N-oxide 91.6 4.0 4.2
Senecivernine 88.1 5.4 6.5
Senecivernine-N-oxide 91.0 3.2 4.4
Senkirkine 92.7 2.9 7.8
Integerrimine 88.2 6.0 8.8
Integerrimine-N-oxide 93.4 2.5 8.5
Spartioidine 88.1 6.9 8.0
Spartioidine-N-oxide 85.2 2.6 7.2
Usaramine 93.3 6.3 8.9
Usaramine-N-oxide 94.9 4.2 6.4
Erucifoline 88.4 4.9 4.9
Erucifoline-N-oxide 93.3 5.7 6.7
Lycopsamine 92.7 6.9 7.8
Lycopsamine-N-oxide 94.6 2.6 6.8
Echimidine 90.3 7.1 7.1
Echimidine-N-oxide 97.5 4.9 5.4
Intermedine 93.5 5.6 5.6
Intermedine-N-oxide 94.9 5.4 7.0
Indicine 91.9 4.6 7.2
Indicine-N-oxide 98.8 5.5 5.5
Heliotrine 92.4 5.0 6.2
Heliotrine-N-oxide 96.2 4.6 6.4
Europine 85.0 4.5 5.6
Europine-N-oxide 89.3 3.4 4.8
Lasiocarpine 86.7 11.9 14.5
Lasiocarpine-N-oxide 90.9 3.6 4.4
Echinatine 94.3 5.3 5.3
Echinatine-N-oxide 96.3 4.3 5.6
Heliosupine 84.9 16.3 16.7
Heliosupine-N-oxide 89.8 3.9 6.6
Rinderine 93.5 5.2 6.8
Rinderine-N-oxide 96.0 2.0 5.8
Monocrotaline 95.1 7.8 9.9
Monocrotaline-N-oxide 93.4 3.2 5.7
Trichodesmine 85.8 8.0 11.3
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#5 FREO PAs EEMME NERMOAR (ugkg). <LOQ IXEE FIRM (1 ugkg) Az w1,

Compound Oregano Savory Thyme Marjoram Cuminl Cumin2 Dillseed Sage
Senecionine 1.3 43
Senecionine-N-oxide 2.7 1.0 2.3 13.8 1.8
Retrorsine
Retrorsine-N-oxide 1.4

Seneciphylline

Seneciphylline-N-oxide 5.2 1.3

Senecivernine

Senecivernine-N-oxide 1.2

Senkirkine 1.3

Integerrimine 1.0

Integerrimine-N-oxide 1.7 4.2

Spartioidine

Spartioidine-N-oxide 1.1

Usaramine

Usaramine-N-oxide

Erucifoline

Erucifoline-N-oxide

Lycopsamine 9.6
Lycopsamine-N-oxide 1.8 6.5 1.7
Echimidine

Echimidine-N-oxide

Intermedine 1.4
Intermedine-N-oxide 1.4 10.3
Indicine

Indicine-N-oxide

Heliotrine 53.7 13.7 6.9

Heliotrine-N-oxide 598.0 5.6 17.9 2.2
Europine 52.2 133.3 343.0 452
Europine-N-oxide 528.7 59.3 1552.9 450.0
Lasiocarpine 61.3 61.2 111.2 12.7
Lasiocarpine-N-oxide 544.6 37.1 375.7 95.2
Echinatine 6.8
Echinatine-N-oxide 3.5 1.4 97.8
Heliosupine 1.7 2.7 1.6
Heliosupine-N-oxide 10.6 3.7 4.3
Rinderine 4.2 5.1 26.2 6.2
Rinderine-N-oxide 16.3 1.8 1.1 18.0 10.8
Monocrotaline

Monocrotaline-N-oxide

Trichodesmine

Total 1892.4 19.3 14.0 24.6 321.0 2459.7 0 732.7
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