o 97,
b o
[ ]
[ ]
[ ]
=&
Nick Byrd. Danielle Sweeney
Campden BRI
Gloucestershire
UK

Thomas Glauner
Agilent Technologies, Inc.,
Waldbronn

Germany

B39 JIVEiEFEE AW
INERMNOFEYSEIY
E7SL./ VD LC/MS/MS 2R

75— 3>/)—k
BEHR - By

LC/MS/MS 37 MDY > 7 )UEiAAIE(C QuEChERS (F + w F +—X) & Agilent Bond Elut
Mycotoxin SPE ZEZ (. MU DT EVEETSL/ VOBRBICBWNT. BNIEOEE
RHIEoNFT, ESF ¥/ T« DAEL) Bond Elut Mycotoxin SPE 1— kU wIT
&, ZU—2Iig#EDRIEL. LOD & LOQ W BEFEHASE ELEF T, —7. QUEChERS
XYy RTIR. BV 7)VERUE ICHEISFEREDOAIRICERS N, BIEPIRERDHE
BEBDAEISHAULET, EE5500 Y TIVERUEY JO—FTH, IRNTOIYAI K~
FYUTENIERIEDESNZE LT (R? > 0.995), #IlNEY > )b (50 pg/kg. n=9)
TOMEIUNEIE 72~105% (CV =11 %) T. YA MFI VDYV TUERFEE ULTEL
EIENTWVWS, AL/ 7T 4T 4ECEHMUE LIz, ZOBITIE. 2 D08V T
HIEFIEZFRLFE Uiz, TOFIBE% Agilent 6460 U ZJLIUERR LC/MS DENIE
geLEFEDENE. RASEEHICR UCREZRCT T—YZERLIENS. O
JX NZHIRT DT EDAEETT,

»-:-_}:,:{;-‘ Agilent Technologies



FUIC

JAARFI VI, BHEORNEET 25 MHDH D xH
EYTY, FHTHEELEIE. BELEHRICETITZ/\E. ~
JEODY., KX, 7— bAFEEDFFEICHBVWTHFICELET D
THUDLBRETY, BICRRTDE. ZLDBEFERYDINGE
ENEDFITH. BPEITIFEEICKIOTIE. NUDTFEVEMF
NEDONA A FIUDERETIND T ENDDFT, RE.
150 B ED N DT EUHERESNTVET ., HoEBLL
Bons bUaFevETAFY =N/ —)LTIH, Z/\L
J=Ib. THU /X RFYVSZF—)b. 3-BKLU16-7EF
WTFAFIZNU /) —=)b. Y7 BRIV —)U (DAS). T-
2 FFEY YL HT2 MY VBREDHD MU OTEVBHEET D
ED. EBHORBICKDBASHICIHE>TVET, INSOYEF
AT ABKUB NUDFEVICEL. BUENMEREEEH
BELTVWET., E7SLU/VIE NI OTFEYTlIEEDFEAD,
RN)OFEVERULZELDITY YD LBREICLDEREIND
YEBTY,

MITEVZERT DL, BYPAFORERICERZENHD
BZENHHDOFT, MUITEVIEF. BYDIEE. KEX. 1B
M. TREVOTERBSERORRELDZENGDET, e,
FVINOE® DNA DERZEET EREMEH D, REFIE
EBHATVET . EUZESFAI No 1881/2006 Tld. F4E%=H
Wl LWRMIBRSIUNIBRICEEND T+ /N
L /—=ILICDWC, BERHFBRENMRESNTVET, IIIRMm
DRREF. RINTBRLDBELRESNTNET, INSOR
EBICHT2IVTSA TR (G, BRBIEZMEDTICKDIES
EINITT . EFHEREREICBIEESTREZRAWVCARSO
N hIST4—lF. YTV HMEYOFEMEEDI AT AS
KUB MU OTEVOREBLUEEICLLBEATNTVET,
BRECTlE. LC/MS/MS [CKD. AT ABKUB MUIFEY
EET7SU/ VZERAKICAET XY v RBREFESNTNET,

CO7TUT—v3r/—hTlR NEZHOD IBEO Y DT
TYBKUE7SL/ VD LC/MS/MS BEICBWVWT, 2 DDY
V7 IVEMEFIRDMREE LB UK Ui,

FrEER

B> 7 IUEHLEFIES LT, QuEChERS & KU EY SPE (d-
SPE). & 7zI& Bond Elut Mycotoxin SPE A— KU wIIC KD T
M= RUIL/KIEZEER LT U (R 1).

®1. MNOFTEYBKUET7S L/ VORHICH1F D QUECKERS XV v
R#B KU Bond Elut Mycotoxin SPE XYV v RDY > 7 JLUETAIEFIE

QuEChERS
WS T 5 g
1. MeOH:ACN (85:15) 10 mL
2.MgS0,4g+NaCl1g
JIRESBRUEDDEE
2-mL % $REX
1. MgS0, 300 mg + PSA 100 mg

2. MILT YOI RABEKD
0.02-ym XV TV T8
3. FEFEB KU H,0:ACN (80:20)

1 mL [CEHAE

Bond Elut Mycotoxin SPE XY v R
WYL 25 g

1. H,0:ACN (20:80) 100 mL

2.1 BRRE S

8-mL Z$REX
1. Bond Elut Mycotoxin
2. ZFEHB KU H,0:ACN (80:20)
1 mL [CHBRR
3.0.02-uym XV T VT8

QuEChERS XV v

MY T ESOEHEERE(ICAY / —)U/ACN BIEZMZ. R
WFyIALEULE, €D#E. MgS0,49 & NaCl1gZZ 8
Agilent Bond Elut /X 7 715 Ui/ X v b (p/n 5982-5550) Z A
AFUfco HREZLIRES L. BODRELF LT,

bEHOESEZ. TS 1:3 D PSA/MgS0, BAA S TiHEREICE L
F Ul

2-mL OFUTd— MEALBEA(E. MgS0, 300 mg & PSA 100 mg
ZETEUL. 2mL ISV IORBREZFHCAELE LUic, £D
BOIW—F VA TIE. MgSO, 150 mg & PSA50 mg Z=Z L
Bond Elut d-SPE F 2 —J' (p/n 5982-5022) Z{ERATEDKSICT
reHic. 7UID—FEI1mLISES UE U,

Bond Elut Mycotoxin SPE XY v R

2 DEDY U TILELE XY v RTIE. Bond Elut Mycotoxin SPE
HA—kUwI, 500 mg. 3mL (p/n12102167) ZEARALFE LI, #
HY Y FIVDOBEEIC SPE h— MUy IZBRALE U, BEER
ZEEL. BEIEFUE. O SPE XYV v RIFIERFF SPE (R
ARV Y v —) AAZZX LT, ESI-MS/MS #&HICTF#59 HaEE4E
DHBDXY MY I RAERZET I TIVHSRRETER T,



e MS/MS {4

3 2 T Agilent Jetstream /NS X—F %, & 3 I MS F£HZRL

HPLC S&i%F TWET. MRM B EFHDRELICIE. MassHunter Optimizer
Hh3 L Agilent ZORBAX Rapid Resolution HT Eclipse Plus C18. VI ROz 7ZERALULE U, Agilent Jet Stream /NS X—% (&,
2.1x100 mm, 1.8 ym (p/n 959764-902) AMICAVCRREMBRGEMRZED EICRBIELE LT,
Has Agilent 6460 U ZJLIUEER LC/MS. % 2. Agilent Jet Stream /\5 X —%
Agilent 1290 Infinity LC 2 F s ESI 3K U Agilent Jet Stream /NS5 X—% . pos/neg EiEEMEIDER
. S RN EE 200 °C
s 49 mL/min BB AR 8 L/min
HASLEE 30°C RITSAHES 45 psi
N Y—2HREE 400°C
FAE 10 uL . _
U —ZAH AR 12 L/min
BEnE A:K+02%BEE. 5mM BEEE VEZD L FrESUBHE +3,000V
B: X5 /—)U+02%EHEL 5 mMEREE VEZD L JZIVEE +500V
FILE EMV 500V
DEREE A=y b, 21Zv b

K3 MNIIATEYBRUE7S U/ UHHD MS &4

IA4AMFYY TLA=Y4FY TOFINTY TSTRXRIH— HRIRIVF— i) 3

15-7FIL-THFV=)\L/—I]L 356 321 95 5 RITF4T
15-7EFIL-THFIZNU /=L 356 137 95 8 RIF«T
15-7EFIL-THFV =)\ /=L 339 137 105 12 RITF4T
ST EFI-THAFVZNLV /=L 397 337 95 4 ZHF«4T
ST7EFIV-TAFVZNNLU /=L 397 59 95 20 FHAT4T
ITEFI IR/ —)b (DAS) 384 307 105 4 RIF«T
IT7tRFTVTILXR /=) (DAS) 384 247 105 6 RIF«T
T4+ =)L/ —)L (DON) 355 265 95 4 ZHF4T
FHFv =)L/ =)l (DON) 355 59 95 20 XHF4T
T /U X 413 263 95 8 FHF4T
JHLU /X 413 59 95 28 FAT4T
HT-2 Rk 442 263 105 4 RIF4T
HT-2 R 442 215 105 4 RIF«T
RAYS A= 400 215 95 16 mIF4T
RAVS A=) 400 185 95 16 RIF«T
—N\v/—= 371 311 108 4 FHF4T
=/ —= 37 281 108 8 ZHF«4T
—N\v/—= 371 59 108 24 FHF4T
T2 bFYY 484 215 120 16 RIF1T
T2 RV 484 185 120 14 RITF4T
vrsuv/ v 317 175 190 16 FAT1T
erSLv/ Y 317 131 190 24 ZAT4T
vrsuv/ v 319 275 185 16 XAT1T
erIVv/ Y 319 205 185 16 XAT4T



DAYV Y RTlIE. BERAMvFUIZHANT. REOBREN
BoNZAFMEE—RTEIAI MYV ERAELE L. &
ALEITAYTF—yavERWND. FEAVWVEWLWAYT v
2 MRM H\, F4F+=wZ MRM ZERTNIE. ZNHEIEEICIE
Dh&ET, UTVIavFIALENR 1D, SATILTALH
500 ms DY 4 F+=wv < MRM ZRAL\3I5S. L5 MRM DX

HF12T. RN ZIVIALIE 3N Ems, RARDIILY A
INF 2465 ms [CIEDF T, 500 ms EVWVS B A TILT A LICKD.
JOXKMIST4—E—ITHELED 20 T—FiRA 2 FUL
ZHNCTE., EEEESENAREICEDT T, INEY MY IRI(C
AWIMUTE 50 ppb DY A DM+ DoON IS LZE 1 TR
LTLET,
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2. YUY ORBEEFYUTU—Ya VIRETESN
3ROV A I MY VDIRERE. WLTDIOXY NS L%
m"ULTWET,
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091
0.8
0.7:
0561
051
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021
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THFIZNU/ =)
y=70.928 X +409.733
R? = 0.99542

1.6;
1.49
12]
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0.6:
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0.27
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T2 hMFYY
y=1399.1X +1047.7
R? = 0.99945
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JEEE (ng/ml)
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ITPEFITVILR/ =)
y=24440X-614.9
R? = 0.99995
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FEEE (ng/ml)
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365.0 -> 59.1, 355.0 -> 265.0

6.1 615 6.2 625 63 635 64 645 65 655 6.6

EXDiA B (53)
484.0 > 215.1, 484.0 -> 185.1

75 76 77 78 79 8 81 82 83 84 85 86 87 88 89

DA B (53)

384.0 -> 307.1, 384.0 -> 247.0

71 72 73 74 75 76 77 78 79 8 81 82 83 84
DA (93)

B 2. 1R8E (A) TAFYZIU /=)L, (B) T2 MFEYY, (C) YT E MY VIR —LERBTBEIOT RIS A



TRTDOIAIRFIYVIEDVLWTENLEEREDESN
(R2 > 0.995). FINEHY )b (50 pg/kg. n =9) DEIERE. §
RTDIEEYB XOVTFND TV TIVEILEX Y v RICDWNWT
B. 72~105% (CV < 11 %) DEERNTULTE (F 4)o

PFHRRYDREE. LWFNOY Y TIVELEFETHRIFT
Liehi. IREEIF v/ F « DAZEL) Bond Elut Mycotoxin SPE

N—RUYIICKDBERTIE. KDTU—VIiFmEIHESN.
LOD (S/N > 3) & L0Q (S/N >10) b eFhlcm L UEF Uk, I
TONA D RFIVDREMEMICSIT S L0Q [E. QuECHhERS
T 0.003 ug/kg (7 EEFTILXR /=)L) H'5 1.04 ug/kg (Z/X
L/ —IU) D&EMA. BE Mycotoxin SPE XY/ w RT 0.002 pg/kg
(FTE RETILAR S =)L) B'S 0.66 ug/kg (15-7LFILT A+
2Z)\L /=)L) DEEATULE (R 5).

£ 4.50 pg/kg (n=9) TINEH VT IVITTINUTALE#IC ST % QUEChERS &H— R w < SPE DEINET —45 DHE

UFovavy(Lh QuEChERS QuEChERS Bond Elut Mycotoxin Bond Elut Mycotoxin
A=) (53) BN (%) RSD (%) SPE EIREE (%) SPE RSD (%)
NV 5.6 73 7 93 "
FAFIZNL /= 6.4 85 8 84 1
UL/ X 6.8 81 9 89 9
RXAVS A= 6.8 94 9 77 9
15-7EFIb 7.2 88 9 72 10
FHFIZNL /=L
3-7EFIL 12 100 9 92 1
FTAFIZNL /=
ITFERFVIILR /=L T] 105 2 104 3
HT-2 8.0 83 8 99 4
T2 bRV 8.2 83 8 100 4
ersuv/ v 8.4 87 8 79 9

K5 NMEYVTWICHBIFD MU DT EVYBROET7 S/ VOBRETREES TR

QuEChERS QuEChERS
=) LOD (ug/kg) LOQ (ug/kg)
Z)\L./—=b 0.31 1.04
FAFIZINU/—=)b 0.04 0.12
B/ X 0.09 0.3
RAVSZH =L 0.13 0.4
15-7EF)L 0.2 0.66
FAFIZINL/ =)
3T7EFI 0.1 0.34
FAFIZNL/—=)b
IT7ERFIIILR /=)L 0.001 0.003
HT-2 0.05 0.17
T2 bV 0.01 0.04
vTrsuv/v 0.02 0.06

Bond Elut Mycotoxin SPE Bond Elut Mycotoxin SPE

LOD (ng/kg) LOQ (ng/kg)
0.07 0.24
0.04 0.12
0.08 0.26
0.03 0.1
02 0.66
0.1 0.33
0.0006 0.002
0.03 0.1
0.006 0.02
0.02 0.06

LOD = 4&H TBR (S/N > 3). L0Q = B RER (S/N > 10)
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INETVTIVICIBEORNI DT EYBRUET7S L/ V%
50 pg/kg THEMULELE. I hU v O RBESIZEICIBS UTE
ETHIET. TUTIVEEYOr A VilFEZHIE UE U,
QuEChERS & Bond Elut Mycotoxin SPE DWW FNICDWVWTH. B
NERENMSSNF Ulco RERF v/ T 1+ DAREL Bond
Elut mycotoxin SPE XV v RTIlE. Kb I U—VIigEYhES
. LOD & Loa b FICEEULELIE. TD2DDY Y TIL
FIAEBFEDEINERIE. 72~105 % T LT,

—73. QUEChERS XV v RICHFIRDGH O XY, RIURERRENK
BICERCTESDD. YVTIWRIV—T v bPRELELLE
9o T, AT IBREWERIDABICELIEDIEH. D
IR POXIEFHIRNEIRET T
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