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HOE. @ R R - Bt/ Bk (UHPLC-MS/MS) I Hh e SR & ke b 23 R a2k
W BT 7 . BERH Z 5 -3 mmol/LERIR K -HTE (84+15+1, viv) 1R, &5 . @ . Bo)E,
FRBURAZ Mycosep®150Ergot Alkaloids ZHhfigid kit Zikikds, S LVLINE . KA Waters BEH C18
EREFE (2.1 mmx100 mm, 1.7 pm) 758, GBI LE R FRCRH CHER 3 mmol/L BRIRH/KIE, #F
BB, MRMBLSAGIN, FEUCHC bR e 26 e . 23 B3 A YIIRTE S H WK BT B N 2R e R R IF,
RPFHRT0.99, KR 0.007-1.5 pe/kg, &R A0.03-5.0 pekg. LSPIRERFES 2 AR, £34
DUARACFE T B I DIARIE A 74. 6 %-119. 9 %, AHXTFRIEEMZ2FETIEZIEE N . W% 7k T E S
B PR 24 N AR , A R O A A IR . el EARREM. ZASH
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Simultaneous Determination of 23 Ergot Alkaloids in Cereals with Ul-
tra—high Performance Liquid Chromatography—Tandem Mass Spec-
trometry

WANG Qing—ge'; QIU Nan—nan"*, ZHOU Shuang®, LI Jing—guang®
(1. School of Public Health, Hebei Medical University, Shijiazhuang 050017, China; 2. China National Center
for Food Safety Risk Assessment, Beijing 100021, China)

Abstract: An ultra—high performance liquid chromatography—tandem mass spectrometry (UHPLC-
MS/MS) method was established for the determination of 23 ergot alkaloids in cereal samples from
the China Total Diet Study. Samples were extracted with acetonitrile=3 mmol/LL ammonium carbonate
aqueous solution—formic acid (84+15+1, v/v), followed by vortexing, ultrasonication, and
centrifugation. The extract was purified using a Mycosep® 150Ergot Alkaloids multifunctional clean-
up column, concentrated under nitrogen, reconstituted, and then analyzed by UHPLC-MS/MS.
The separation was carried out on a Waters BEH C18 column (2. 1 mmx100 mm, 1.7 pm) . The
mobile phase was separated by acetonitrile and 3 mmol/L. ammonium carbonate in positive ion mode,

gradient elution, mass spectrometry MRM mode detection, and matrix matching standard curve
quantification. The 23 ergot alkaloids had a good linear relationship in their concentration range,

and the R? was greater than 0. 99. The detection limit was 0. 007-1. 5 pg/kg, and the limit of quanti-
fication was 0. 03-5. 0 pg/kg. Using blank cereal dietary samples as the matrix, the mean recover-
ies at three spiking levels ranged from 74. 6 % to 119. 9 %, with relative standard deviations all with-
in acceptable ranges. The method was applied to the analysis of cereal samples collected from 24
provinces in the China Total Diet Study, and dihydroergotamine mesylate, ergocristine, ergo-
cryptinine, ergometrinine and ergosine were detected in some provinces. This method is efficient,

sensitive, and accurate, and can realize the simultaneous multi—component determination and

trace analysis of 23 ergot alkaloids in cereals.
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TN EMEE SR N AR E A, Tz R LS Y, REENRRERZ —. %%
OZER R — A VU BRI W -WRIEREZE ,  Horh A SRR B RS ISR S5, T2 RS & PRy, CERAID BRI
HIZN TR HINRIERRZE AL = o RIS AN, 22 AT 40 A PR 2E . 22 IR AT AR w35
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Fig. 1 Structure of ergoline.

Bl 2 BROR B R B A0 A e L S S AR AR RO AR 2 520, 2 A A 0k B0 il 22 4 0 UV H 4
M, FHSCSCERE R, EMAEYWAEVEIES . BRMSEZE Y ER ., fir=s, HRm Y EORR
FefE LA R g SO Y S A Y B LA ok EES O W B LR S AR o 20184F, FRE
M TE RSO A PR T 2 A e 20204F, FEIIALAY SR SERE S PRSI B T AR

YN NERA ARG E . RIS R ERE 5L A tksig b2 A s, HAR
MRZ, BEFRINEZURLC M R, PIXAE S s R gg . RMEDR G R e S SohhiE . 8
L HZURAE . ARUR . RN L WK 200, I M4 SRR, I AT SR IR ZE N 2 A
g

HAT, B A2 M AR i o0 32 BEAE v T 12 Fh R S R AR E R B L 2 1 ek A, TGS
YT AR R B SORE T EAAEYRAEA AE  OR . R . N R e 4
AR SRR RER TR 1, 15 R R i, i i E NN N, XA i TE
R RE RS, . H R, T A ANER 2 A A A e Wi L P 2 UG A B (LLE) ™ RIS AHZEHR (SPE) =
hE, WIEEEGERITFBI ) Z, Jo & AR S RO R S B R . 52
B2, K7 A RIS Z s (TLC) = FIEGHR et (ELISA), BA & e LU 43—
HR T L (LC-MS/MS) = SO B BIE 7 M BOR (& o Hob, B e 00 €43 — B TR i 7%
(UHPLC-MS/MS) = Pl H s R | R R 22 o) S d Ve S PE e BRE T, o 24w 22 M AR
Yy B IEAT I 0 B e T . BE TG, ARWRS L 7 E A 2R AR 23 b 3 AR AR W ) UHPLC-
MS/MSHEI 5 ik o ZITiREA . R, HER, RENS SCBUM A Y 23 T2 M AR Wi i) 22 207 [ IF 0 5 K
SRR, ORFRIEAHSCHR BRI B 1T B bl 2 4 R PRUE S A TR 3%
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ST 24 E A (EH Organomation&ﬁj); WiEIR A2y (EE Scientific Industries 23 F) ) ;3 RSO
ML (3£ Beckman Coulter 23] ) ; B I IEDERS (F5E ELMA A H]); Milli-Q 4K 24: (£ Millipore
LFE) s PR (Bt METTLER TOLEDO 28 ] ) 5 Water ACQUITY UPLC®BEH C18 {4 i (2.1
mmx100 mm, 1.7 um, WaterZA#]); MycoSep ®150Ergot B AHAEHUF: (Romer AH]); L5, WEE. H
2 (LC-MS%K, Fisher’/Aw]); BIREE (HPLCZK, FiZeilscmb Py AR A,

FrifEdt: 9, 10- A E MR (A= 98 %, 100 pg/mL, CAS: 18051-16-6), HZF Ml (4>
98 %, 100 wg/mL, CAS: 548-42-5), WA MAMHBEIREE (4> 99 %, 100 pg/mL, CAS: 6190-
39-2), FEMMTT0 (4= 97 %, 100 pg/mL, CAS: 564-36-3), FMASMITH (4> 99 %, 10 ny/
mlL, CAS: 564-37-4), FMASFEB (4> 96%, 10 pg/mL, CAS: 511-10-4), Z M55 (4ipF
>99 %, 25 pg/mL, CAS: 479-00-5), DRI MFi (Z)F>99 %, 100 pg/mL, CAS: 129-51-1),
FMET (4ERE>93%, 100 we/mL, CAS: 639-81-6), FEMME (4iFEF>99%, 100 wg/mL, CAS: 602-
85-7), WL MB LokIEEE (4> 99 %, 100 pg/mL, CAS: 57432-61-8), S MG (4iF>
91 %, 1000 pg/ml, CAS: 2889-26-1), LA LbrifEshleH RKEF/RIERHEAR A F . BF22 M (4>
99 %, 500 pg/mL, CAS: 548-43-6), FMveml (4li)F>98%, 100 wg/mL, CAS: 511-08-0), i
el (4> 97 %, 25 pg/mL, CAS: 511-07-9), FMFHEM (4iEF>99 %, 100 pg/mL, CAS: 511-
09-1), FM¥ (4AifF>98%, 100 wg/mL, CAS: 561-94-4), FMA¥T (4ifE>98 %, 25 wg/ml,
CAS: 596-88-3), A& MMM (4i)F>98%, 100 wg/mL, CAS: 2410-19-7), 9.10- ~EFEfMla=
(46PE> 99 %, 100 pg/mL, CAS: 25447-66-9), F M (4> 98 %, 10 pg/mL, CAS: 60-79-7),
LI EARiE St B 5 S i AR TREABR A R); F MM (4> 99 %, 100 pg/mL, CAS: 113-15-5)
PR SLIA H iBW Tech Co. , Lid. ;5 WEFEMIT (4iEF>98 %, 100 pg/mL, CAS: 17479-19-5) i%br
HESE H Romer Labs.
1.2 FRERREIEH

PR AU T PRSI S L B O E R 1. 0 pg/mL ) B —bRiEAE S, BT 1.5 mL
PR, HEERIRS), -30 CIRERH.

IREPRE TR : 2 R R B —bRiEAE A 0. 4 mL T 8 mLAREIEH, MM ERIRES),
I ARG . o EL 500 22 A AE R FE Y4 47 0. 05 pug/mL

TRAPRERE S 2 e —E SR ERIRCT 8 mLAR G, HOHEEBIRA], -30 Ol
fesr o Hipo, 10-"EFMAF. WEZMM. BEMM. ZAME. “SEZMABNK . 52 ABHKE
10 pg/mL, HARFAEYTIKEY 1.0 pg/mL,
1.3 HmitiE
1.8.1 HRRE JWEIAESUIRGES S 1228, 825, Tk, AL, 2R /K. B B
R KR KRS TR RIRORIZEAIREZS . AR SR IE T P E S LR S E B R A 2R
Fefe HELSRE S RS H A . BN A S SUE N R S a8k I 0 & Ry (g
Y. BIEIE. BE . RETHERRE) RESMHEDHS . RIEUYHRRVIKE S ZEI0, 0F
BRI R, BREEN SRR RS AT1E, WIS, eIt —
TR T8

2485y A BIEIL . LT, Wb, FARL WP, JbRD. WEE. B, TE. §i. AFE .
JZ IR NATINRE 1755 SN w3 I NN N 7 = | RN 1 N 1111 N A D B SO+ | I 7 8
1.3.2 #2E FEUESAWEES2 ¢ CEFIE0.01g) T 50 mLEYERPEE.OE ], A9 mL Z)i5-3
mmol/L BRI EKEH - R (84+15+1, viv) L, WWHE1 min, =i FE%0.5h, KFHEAHEFRIO0.5
h, 9500 rpm F &0 10 min, B EIEW, #4510,
1.8.3 EMEZEBUEL  HEFHZECE)ZE W 4 mLid MycoSep ®150 B AHA R AbAE, EHEEE3. 5 ml T
REY, FiRAWRZIET. RHO0.7 mLZHE-3 mmol/LERIREKIETE (5+95, viv) EiFF, WiE30s)a,
20000 rpm T #5030 min, HEIEWRRERE
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1.4 =& H

1.4.1 BiEEMHE ©3%F . Water ACQUITY UPLC®BEH C18 f4i%4: (2.1 mmx100 mm, 1.7 pm),
e 40 °C, #EFEE: S pl, HE: 0.3 mL/min, MBS 10 min, F3IAH: A k3 mmol/L BRIR /K%
W, BRI, BEEEEIFEF UL 1,

Rl PRV

Table 1 ~ Gradient elution program

Time/min A/% B/% Injection volume/pL

95 5 5

0.5 95 5 5

1 60 40 5

4 30 70 5

6 2 98 5

8 2 98 5

8.1 95 5 5
10 95 5 5

1.4.2 g WWEE TR, P8 EE T, 2RI B E A 4500 V,
BT IRIRE A 550 °C, HBHINIRS R 65 psi, W5 M 30 psi, AN 30 psio 23 F H LS00 i
ZHLF 2,

2 HRSHE

2.1 FRiES#EMMRK

Z FAHE Sy S5 R T AR BRI TR AIRE )y, HAERWIZE WL (ESD W4 a
|G 21 5% e 0 I D & B A S v T (7T S = = Wl N TR0 <% A 70 3 s = W
W, ZRBREIESE ESIH AT S A, X SMCPRHE (EN 17425 2021) = —3, {RIUE 7 J5EM 0T
PESWERTE . W TGS RIS T TS (Product jon scan) 3RS & RN O RE B TR, B
SE T B T B T S, SR N . LN R S B ARG Tl . fE MRM AR,
Sy AR S RN 2 F I R E (DP) . BEREHE (CE) %24, ThEmERESE. ks -+
JERBE S . WL . SARRE T SR NS S, SRR RS i . T
WE2HINE 2 R,

2.2 BIEFHMMAK

#%%< 1 Hypersil GOLD f43%4% (2.1 mmx100 mm, 3 wm). Waters ACQUITY UPLC®BEH C18 {4,if%
FE (2.1 mmx100 mm, 1.7 pum) XF 23 P32 AR RN o0 B0, 452 3R0, # ESI+H i T R H
Waters ACQUITY UPLC®BEH C18 {6 i4E, Bk &3 R A igER, TS, HtiksE
Waters ACQUITY UPLC®BEH C18 {415+ H T Ak /5,

SIS ST LHE-0. 1% H R -5 mmol/L LTREE . L2 mmol/L BRIR R 8% . L H5-5 mmol/L IR IR &
. OHE-1 mmol/LIRIREE . M55 mmol/LIRIREE . ZNE-3 mmol/LIRIREE . W E-3 mmol/L BRI EL 1A
RIS, 25N, LL3 mmol/LBRIRE/KIEAE A /KB e e . ZE ESIHART, BRIRELSR
PR S IR R T 2 ARy TR ik, o R B TSGR R I R s [, BRIRER
Xt pH R VE A Bh T oAb s, oA m) 22 M AR il S H A PR 2 ) i 43 B3 R Ui 2 B
%, T HESRAT I B, ST IR REE SRk, (MIEE BRERtE. T AR, HET
H R 5 390 55 3 mmol/L SRR B /K AL AR &R o 25 RIEIR, CHE-/KIR RAERFING 53
SERETE T IET RS- KRR . oAb, BUbRHET L (EN 17425: 2021) ) KBRIN S 5000 =
(EURL-MP) 420022 A LC-MS/MS 73 i 7 iE B R - S BE1E R EZANAE, FIIEEE L Wil
(R 7 72 S 0T et SRR — B0k

R -3 mmol/LERFREKIERC IR, IrA SRR R L &, F &b 593
FESFRER . B AR TR R . S, S G R B RRRA. B2 5
MR 23 M MR (20 pe/kg) FOXICIE; B3, 4G REAERITR SIHT L RO REIR I
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Table 2 MS parameters of 23 Ergot Alkaloids in MRM mode
= -
Compound t,/min  Tonization mode rec(urjo; " Product ion (m/z) DP/V CE/V
m/z
9, 10-Dihydrolysergol (9, 10- % ffIl¥) 2.72 ESI+ 257.3 167/208% 125 35/33
AGOCVN-Agroclavine (M4 ffi i) 3.92 ESI+ 239.3 168. 1/208. 2% 95 48/25
Dihydro ergotamine mesylate
X L 3.77 ESI+ 584 253.2/270. 1* 140 45/43
A fo ik PR Eh)
Elymoclavin (52 1) 2.69 ESI+ 255. 1 168.2/197. 3% 90 43/32
Ergocornine (& fiH 7l ) 4.13 ESI+ 562 223.5/305. 1% 100 49/37
Ergocorninine (27 54 T°0%) 5.13 ESI+ 562.3 223/277% 95 43/39
Ergocristine (2 ff1 7o) 4.44 ESI+ 610. 1 223.3/592. 2% 80 46/21
Ergocristinine (3 52 v fis ) 5.51 ESI+ 610.3 223.2/592. 2% 75 46/23
Ergocryptine (4 ffi 15 HLA%) 4.36 ESI+ 576. 1 223.2/558. 4% 90 47/23
Ergocryptinine 5T 1 5.41 ESI+ 76.7 . 1/558. 3* 1
gocryp (Z2 A1 5 HL080) 4 S 576 223.1/558.3 85 4472
Ergometrine (22 ffi#1%) 2.57 ESI+ 326.4 205/223. 3* 80 37/32
Ergometrinine (3 5 %) 2.93 ESI+ 326.5 223.1/208. 2% 102 35/39
Ergonovine maleate (/R4 F B i) 2.57 ESI+ 326.3 208. 4/223. 4% 80 36/34
Ergosine (Zffi=F) 3.62 ESI+ 548.3 208. 1/223. 4% 105 57/42
Ergosinine (Zf13¢7°) 4. 66 ESI+ 548. 1 223.2/530. 5% 75 42/24
Ergotamine (3£ %) 3.77 ESI+ 582.5 564/223. 1* 80 21/42
Ergotaminine (ZZfET) 4.88 ESI+ 582. 4 223/564. 3% 70 42/21
Lysergol (i) 2.73 ESI+ 255.2 168.2/197. 2% 65 40/31
Methylergometrine maleate salt 2.68 ESI+ 339.8 208. 1/223* 90 38/32
(HUJEZ2 100 SRR 4R ’ ’ ’ ’
Dihydrolysergamide ( 7% fIENZ) 4.21 ESI+ 270. 1 167.9/210. 1% 85 38/31
Erginine (52 ML) 2.53 ESI+ 268. 3 208. 1/223. 1* 51 35125
9- 10=dihydroergocryptine 4.17 ESI 578.5 350. 2/270. 3% 110 32/40
(9. 10-— S & s ' ! ' et
Dihydroergocristine (XA f7T) 4.24 ESI+ 612. 4 253. 3/269. 9% 105 47/40
E 46 ,.' .r_ |
k4n ] |1 i |
W I f |
L K |
I ' Iil:‘.‘-lll- ’ ' !
2 23FhFE MY (20 pe/ke)
I XIC 5] LAEHT 5
Fig.2 23 Ergot Alkaloids (20 pg/ 49847 b I o
36E+T 4
kg) XIC Plot. - I
32E+T I
(1-Ergometrine, 2-FErginine, 3-Ergo- o 2 I C
novine maleate, 4-Methylergometrine E 2.4E4+7 I
maleate salt, 5-Elymoclavin, 6-9, é 2OF+T -
10-Dihydrolysergol, 7-Lysergol, 8- & 1L6E+T 1 . ! T I i
Ergometrinine, 9-Ergosine, 10-Dihy- 1.2E+7 : o i i - I
droergotamine mesylate, 11-Ergota- BOETEY1 B = EF k
mine, 12-AGOCVN-Agroclavine, 13- LR ]

14-9. 10-Dihydroergo-
16—
17-Ergocryp-
19-Ergosi-

Ergocornine,
cryptine, 15-Dihydroergocristine,
Dihydrolysergamide,

tine, 18-Ergocristine,

nine, 20-Ergotaminine, 21-Ergocorni-
nine, 22-Ergocryptinine, 23-Ergocris-
tinine )
e AS
2.3 HIAMIEFMHHIMN
2.3.1

s
nf‘:\'ﬁ.‘i‘”

Analytes

o

OE+) s = T __-‘\.‘dp E "3
SRR
¢ I e
A

K3 AREOEEE T 23 2 AT (20 pg/ke)
Hg Rz
Fig. 3 The response of 23 Ergot Alkaloids (20 g/

kg) under different chromatographic columns

RIGRFIRIIERE I T 60 % HE-/K . 84 % MiE-/K. ZH5: 3 mmol/LERIRER (84+16, viv)



6 SR AR (http://www.fxesxb.com) XX B

KIEW . CHE: 3 mmol/LBRIRHOKIEWL : WL (84+15+1, viv) 1EARBUE RN B SRBUSR, 255 %
W, 60 %LAE-RVE AR 2 S T 0. ZEMveil. M veil. Z MR, 25k
SFEMICR AT, MICRERIRT 40 %; DI 1 %0 B IR JE S BUSCRWI 3%, 22 ARl — 2535 U
Y&, Hor Fat b S i S AR REM . RSB B R ORI G R >, I H
PRI LASTFATE AL, ITITH AR IR R v i, SR et R SR O P RORE, AT
EPRBULR . KR ZEFE NG : 3 mmol/LIRIREL: WIR (84+15+1, viv) VEMFRHUER . ESRRT
AN BT 22 A AR IR S O o

] SE+]
il |
0E T 1 30E+T —
i r i i
r I 25647
£z 1 L = il |'.
H T+ £ 2047 o /
E 1F .Il L If E i
I | 1.5E+T = AT ]:[_
i E I i 1.0E+7 <% 1 i
£+ o [ 5 j & ' [ i1 i
T o I Y
_ .ﬂ il ! soe+s < ml | = 2‘ = il
(= i "-. I *r. -_.—- "1'| T -E T T ‘_. T T OB+ : -5’ Lgll i -|‘ = ;" -'1‘ oz Dol T 1
e A it J e
i wﬂv“‘w«”@d&:‘”’yv"f‘ &:‘” W:"’H:‘m’ww‘“dw:f ﬁ:t‘*&-,e”ﬂ o P v"”w e"# c""y e _4"94” *‘!’é ff"y
o v o ¥ w 2 g ot g
o Analytes Analytes o

B4 23FhE MY (20 pg/kg) TEA R H B R
Fig. 4 Response of 23 kinds of Ergot Alkaloids (20 wg/kg) in different aqueous solutions
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Fig. 5 Effect of different extraction solvents on recoveries of various Ergot Alkaloids

2.3.2 EUFENEE HH T Oasis®HLB 6cc (200 mg) . 2 M £ e E4LAE (MPC150) . Oa-
sis®@MCX6¢ce (150 mg) . Titan QuickQuake ZHEEZKW MG b AE . Pribolab B AHZEBUAHE (MFC330) . My-
cosep®150Ergot Alkaloids FALAEMIRHOR , 452K IE/R, f#H Oasis®HLB6cc (200 mg) . Oasis®MCX6cc
(150 mg) . Titan QuickQuake ZF G E{LH: . Pribolab FAHAEEUH: (MFC330) 44k )5 2 M A Wil AE
FCRRUE 2 T Zaxt ISR ERLL 42, SR T 60 %85 T 120 %; i ZE M R bAE (MPC150)
AL ZZ R T i, AR, FAREE. Z A RREE RICR AL, HAE A
BRI SR X2 K F 60 %; Mycosep®150Ergot Alkaloids AbAEEAb I 22 A A= W 8l [ WSCR LA B AE 80 %
~120 %2 [8), A Mycosep® 150Ergot Alkaloids AT ik . &1 6 7R 1 A H) i LA N 22 A
Py Wi
2.4 BRI

BERLY. (Matrix Effect, ME) JEdtf s 5 B bR &4 BN R 5000 5L 4 43 % B i 25+
AR T, TS BOT G A R e PSRBT, (ME) PHY AR ME = B bRY7ESL
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Fo%ﬁﬂrfasLzzﬂﬁff%mﬁﬁﬂr,Tu%§,ﬁﬁm%ﬁ@MMﬁﬁﬁ%ﬁﬁmo
%ﬁﬁ A 23 Fh 2 fi A My s L S RUW ME 7E 0. 63—1. 03 2 08) (£3), Ho A ik P kTR
. EARIT . FZAveml . ZAR e, Z A, IR AR oRERER | A MBS Ak
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T 235 SR Bf PR R v S
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o s W HRHHR HHI | IS | | 1 11 T 80 ST S H |
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Fig. 6  Effect of different purification columns on recoveries of 23 Ergot Alkaloids

2.5 ZeE. KHREE

HETRRZERL “1.27 *Lgm@ h@%é@ & “1.37 MG AR TR E 2, B
T B 2 71 R 1) 256 I DG e 28 TR %ﬁr Bﬁiﬁi%ﬁf%ﬁ%ﬂﬁ&lﬂﬂz
MEIFIRIER R (WE3), HEXEREIAT0.99, HEIZS AW TE BRI, 498l 3
FEAE MR LD 10 775 (5 W b G B BV BE SR 7 iR R (LOD) FlE & FRR (LOQ), #EIKEHFR 4 0. 007-
1.5 pe/kg, EEPRHA0.03-5.0 pgkg (WF3).
2.6 EWMESHBERE

PEECZS AR, FREL2.0 ¢ (KSR 0.01 g), fEAR. . BERIEAKE AT ks o5,
A PEARFHIVE 6 ANFATRES . INF 4R, 23 Fh 3 M AW IAE_ R EE 5T (0 F 34 [0 e R o 74. 6%
~119. 9%, HPRIERZEA 3. 1%-11. 3%, KA LN ETRIEMEEER I, GRS ERITR .
2.7 KERERBNE

SRR RS- b SR SRS 24 (0 A AR SLIE T 23 Fh 22 AR A I, AR AT, WA
FAMP B, AWM, FAFREM, AR, ZAESHEMEYRESY AR,
WEFE AN REIRERE AR, BeVT . 75 . Liff, fmad. 006, 1095 RS . SRRt Sl
hER . PR 0. 07 pe/ke; AL TR AR AR S, PR 0. 15 py/
ke; FZARREMERIEIL, 7, Wb, bk, B, 7FE . NN, fmE. L. L. V.
R STMFLBAAR, PR 0. 07 ne/ke: M RFAEL T A YEm PR, BhER
$0.02 pgkg; FEMFAALT . WAL, TE. WS M. L. BB SRS a R,
FEIEEHF0.06 pe/kg X TLFNE AAYIIIAE R 3 41.7 %, 8.3%. 58.3%. 4.2%. 33.3 %,
He 18FhF A e Srh a R . EE, R AR E 2 A A i R b, BRI
(EU) 2023/915 ™' X2 MM, FARM T, ZAwm. Zfqum. ZRFEEm. ZARFHE
W, FEAP. EATH. EME. ERET . A EARTE 2T AL SR E T
R E, HAP 2 LSRN 20 ngke, /NEVEF=S (K0S 28T 900me/100g TH ) F
50 perkg, SBEBEFE SR 250 pe/kgo AN HARS HY 5 Fh 3 AR YT 38 B B AT R R PR
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PRt
#3 23FFEAAEYIAEARE . BERE. LU AR R R R
Table 3 Linear ranges, linear equations, correlation coefficients (R?), limits of detection, limits of quantification and Ma-
trix Effect of 23 Ergot Alkaloids

Compound Linear equation R’ Linear range LOD LOQ ME
(pg/L) (pg/kg) (pgrkg)

9, 10-Dihydrolysergol " =
(9. 10— 5% £ 80) y =8.9290e x - 1. 7200e 0.9983 2-500 1 3.5 0. 84

AGOCVN-Agroclavine o N
(% i) y =3.3010e x + 7. 6800¢ 0.9981 0.2-200 0. 09 0.3 1.03
D‘(h;;g;zt;;; ;ﬁgﬁite y=1.3290e7 x +2.62070e™*  0.9997 0. 05-50 0.03 0.09  0.65
Elymoclavin (' 27 £ i) y=9.0700e x + 1.1570e>  0.9973 1-500 0.9 3 0.78
Ergocornine (2 i1 7% ) y=2.3000e” x + 7. 18505¢*  0.9971 0. 1-50 0.09 0.3 0. 64
Ergocorninine (i 540 7 His ) y=1.8270ex +6.01705¢™*  0.9987 0. 05-50 0.03 0. 09 0.79
Ergocristine (£ ff) 7% y =4.8200e x +4.39803¢™*  0.9979 0. 1-50 0.2 0.5 0. 68
Ergocristinine (2% i 5 506 y=1.9610e7 x + 9. 6500¢~ 0. 9980 0. 05-50 0.03 0.09 0. 67
Ergocryptine (1 HLi) y=1.0940e2 x +5.17179¢™  0.9991 0. 05-50 0.02 0.05 0.71
Ergocryptinine (Zff1 575 HLi) y=8.8130e x +7.3300e”  0.9981 0. 05-50 0. 07 0.2 0. 94
Ergometrine (2 ffi#1k) y=9.7400e x + 3. 7400 0.9994 0. 05-50 0.03 0.1 0. 69
Ergometrinine (1 5508 y=1. 2221e™ x + 3. 0700e° 0.9975 0. 05-50 0.03 0.09 0.78

Ergonovine maleate =) 3
(TS ) y =7.0800e x + 2. 3300e 0.9993 0. 05-50 0.03 0.1 0.70
Ergosine (Zff12F) y=2.3330e x + 6.36408¢™  0.9987 0. 05-50 0.03 0.1 0.71
Ergosinine (& ff12FT) y=3.1040e” x - 6.00495¢™*  0.9995 0.05-50 0.03 0.1 0. 82
Ergotamine (i) y=3.5760e x +1.2700¢”  0.9985 0. 05-50 0.03 0.09  0.87
Ergotaminine (2 ffil&7°) y =5.0000ex +2. 1700 0.9976 0. 02-50 0. 007 0.03 0. 68
Lysergol (ZZ %) y =6.6900e x + 1. 0600e™ 0. 9999 0.5-500 1.4 4.5 0.71

Methylergometrine maleate salt ;4 "
2 i B e y =6.9300e x + 5. 88948¢ 0. 9982 0. 05-50 0.1 0.3 0. 69

Dihydrolysergamide ” »
— ) y=1.52671e™ x +5.26327¢”  0.9996 5-500 1.5 5 0.78
Erginine (5742 /it ) y=1.2370e” x +9. 8400  0.9984 0. 2-500 0.05 0.2 0.63

9. 10~dihydroergocryptine 4 .
(9. 10-— %035 fy ) y =1.7406e" x +3.3800e”  0.9993 0. 05-50 0.01 0.05  0.88
Dihydroergocristine y=5.8510e2x +1.6100e™  0.9982 0. 05-50 0.01 0.05  0.81

OBUE G TT)
S AEIRAE R . W RS RS A T, W R 2 AR . Balatsou S50
SR ARGy 55 h S AR BRI T3 K TR AR TR, s, JAEIARE TR, o AE R
R AR R R RIS e T R
ARG, BRI A Y™ | R I, B TR R 5
A, RN 2 S B 3 D2 A e ST, FIT MR, Sacem
TR EIL 67-81 % ", S HRIHTEI 1-1121 pg/kg . Peloso %5 ™) A REAFIINZ H 22 F1 Ak
BRI AT T IR0, R BIAETFAE AR T U 22 B, B vh 22 ) 2 S i 4051
mgkg, ZRPRIER A | mgks, FUIRRIA L TTREX RN P A AT, (R i
BT H RN K . M2 T, RELUKRERNE SR, BERMRIRD, X AEEEMTRAE
By, BRI OK AL 25, 2 pkg 1, V5B RRTEAR [ PR A A R R 1 B S
RHAH, FEARSE 1 SR LC-MS/MS PRI REAS h O B B, LOD 45 ek, LOQ 420 pefks, Hoxd
20 43 T EE LA RE SRR B 1 1 IR RE A EL 3 AT 20 kg, Kot AHIRBEAG: XURIB 0 557
JH UPLC-MS/MS %5 & Captiva EMR - Lipid FEtf A H AN R 2590 5 3L i1 5 ke 11 FhSE Fi A 9780, LOD %
0.006 - 0.2 kg, X240 G/ NERIEFRM , 255 07K 28 0. 57 9% — 20.3 %, K& BKF R
56.7 pkg. LML, ABIEH TR, AT A S, I, TR
WEEN 17425: 2021 BUBENE M 13. 2-168 efkg, A7 SRR AT K2 201 BRBRIERD R SR
RGOS i B £ 25 2B Lt o (2 A R RSB . 2R . A R T
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TR, 7. HR. BRI, Wb, TE . NSNS A0S A S R A A Y TV
fEaE . RS TV TLTR . . SeMSER T A BB =R E AR O F . X RE
553 f A el L IR S TR B VIR G o 22 MDA (i B B S0, il 15-25 °C, db
T BEREANEZACNETF A 18-25 °C, INZAEMZ W . {REE 5 85-95 %, AT 2 iz dy; ir i1e
WA Z i 28 °'C, BAAFERS, (HACHIREE S TR 224K 5778 . edh, Jborny 2l
VEVI/NERREZ S SR, MTMLUKEE . KRG AT, BYERD . SENGE " Y ML, Ak
FERHRT A v G HE 2R, S A 7 v ) RABURE R R T K.

4 230 MY NIRRT bR R 2
Table 4  Spiked recoveries and RSDs of 23 Ergot Alkaloids

Compound Spiked (pgrkg) Recovery (%) RSD (%)

9, 10-Dihydrolysergol (9, 10-—5Z ffili¥) 5.0, 50.0, 250 98. 39 7.1
AGOCVN-Agroclavine ([HZ ffi5#) 1.0, 10.0, 100.0 74.56 6
Dihydro ergotamine mesylate (RS Z Al RS TR &L ) 0.1, 1.0, 10 116. 84 4.5
Elymoclavin (#73 fi) 5.0, 50.0, 250 103. 91 4.1
Ergocornine (3 fA 7% 0.5, 5.0, 25.0 119. 21 8.9
Ergocorninine (ZZ £ 54 Tk 0.1, 1.0, 10.0 117.91 4
Ergocristine (37 £ 72 fis ) 0.5, 5.0, 25.0 119.23 5.3
Ergocristinine (2% i 5 526 0.1, 1.0, 10.0 113.35 4.6
Ergocryptine (2 ff1-R HL08) 0.1, 1.0, 10.0 88. 56 3.1
Ergocryptinine (ZZ #1571 HL) 0.5, 5.0, 25.0 119.95 4.1
Ergometrine (2 ff#i%) 0.1, 1.0, 10.0 118.25 9.7
Ergometrinine (i1 557 0.1, 1.0, 10.0 87.18 5.0
Ergonovine maleate (Zh3RR 1R ZZ F1HTHK) 0.1, 1.0, 10.0 118. 11 10.5
Ergosine (Zffi=¢) 0.1, 1.0, 10.0 112.08 7.7

Ergosinine (Zffi3F7°) 0.1, 1.0, 10.0 118. 46 4.2
Ergotamine (% ffilf) 0.1, 1.0, 10.0 111.40 4.6
Ergotaminine (2 filiE7*) 0.1, 1.0, 10.0 119. 01 5.8

Lysergol (i) 5.0, 50.0, 250.0 103. 76 3.7
Methylergometrine maleate salt (B 3L 55 18 ek S S iR ) 0.5, 5.0, 25.0 116.96 11.3
Dihydrolysergamide ( —%73Z LML) 10.0, 50.0, 250.0 118.36 7.90
Erginine (52 fBENE) 1.0, 10.0, 100.0 115.29 9.7

9. 10—dihydroergocryptine (9. 10- &% fla5:) 0.1, 1.0, 10.0 90. 43 7.7
Dihydroergocristine (WA f7T) 0.1, 1.0, 10.0 86. 81 10.6

3 & it

AT 1 — R T TR A P B0 R e R €50 - B/ B (UHPLC-MS/MS) B AGI 7
i, B YIAEG T 23 FhE A EE . ZAERPIE . NIRRT, BT IEY
fobr (RGP ERIREE R ) T e IR A I 2R o DA 2SI & v 22 f AR W ik R 1 e 120 BT I
[EREE e A E S N R E A o
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