APPLICATION NOTE

Kunkocrnasi xpomatorpadus /
Macc-cniekrpomerpus

ABTOPBI:

Wilhad M. Reuter

Avinash Dalmia

PerkinElmer, inc. Shelton, CT

AHaJIN3 MUKOTOKCHHOB B MYJIbTH3EPHOBBIX U KYKYPY3HBIX
xJ01baX MeTo1oM BOXX-MC/MC

Beenenue

[IpoaykThl MUTaHMs!, KOPMA U MIOCEBHBIE KYJIBTYPBI, COJIEPKAIIIEe MUKOTOKCHUHBI, TPEICTABISIOT CEPbE3HYIO
yrpo3y JUIsl 37J0pOBbS KUBOTHBIX U JI0JIed. MHUKOTOKCHHBI, KaK MPOJYKT >KU3HENEATEIbHOCTH TPHUOKOB,
SBJIAIOTCSI TOKCHYHBIMU BTOPHUYHBIMH MeTabonuTamu. BosnelcTBui0O TpuOKOB OCOOEHHO MOABEPKEHBI
CEJIbCKOXO3SIUCTBEHHBIE KYJIbTYphl. YUUTHIBAsI, YTO MO OLIEHKAM 3KcrepToB 25% BceX KyJIbTYp 3apaskeHbl
MHUKOTOKCUHAMH, MHOTHE CTPaHbl yCTAaHOBUJIM HOpMATHUBHbIE TPEOOBAHNUS HA MX MaKCUMAJIbHOE CO/Iep KaHNe
HE TOJIbKO B KOPMaXx U 3€pHE, HO TaKXe U B nepepabOTaHHbIX MUILEBBIX MPOAYKTaX, 0COOEHHO B 3€PHOBBIX
MPOJYKTaX U AETCKOM MUTAHUH.

AKTyanpHBIE 3HAUYEHUS NpeAeiabHO AomycTUMbIX KoHeHTpauuid (ITJIK) MHKOTOKCHHOB B MpOIyKTax
nepepaboTKU 3€PHOBBIX KYJBTYP UL Pa3HbIX CTpaH mpenactasieHsl B Tabmure 1. Haumbonee crporue
TpeboBanusi otHocATcss K MukoTokcuHy Bl (ITK 2 mkr/kr B coorBerctBue ¢ TpeboBanusimu EC) u
oxpatokcuny A (IIJIK 3 mkr/kr B cootBeTcTBUE ¢ TpeboBanusimu EC u Cunramypa).



Taoauna 1. 3navenus IIIK (Mkr/kr; ppb) 1jisi MUKOTOKCHHOB B MPOAYKTAX NMepepadoTKH 3ePHOBBIX
KYJbTYP, NPeIHAZHAYEHHBIX VISl NOTPedJIeHus YeJioBeKkoM [1].

CymmapHoe coaepxxaHue

B1, B2, G1 u G2 4 20 - S >
5*

B1 2 - 20%* 5 -

CymMmapHoe coepkaHue TS*F** - - - -

T-2 u HT-2

CymMmapHoe coaepkaHue 800 - - - 400

F-B1 u F-B2

OxpaTokcun A 3 - 5* 3 10

AJIKaJIOUbI CTIOPBIHBYU NA

*3epHOBBIe MPOAYKTHI; ** Kykypy3a / apaxuc;
- B HacToOsIIIee BpeMsi HeT HOPMATHBHOIO OrPAHHYeHH ST
*#%* OpuentupoBounslii yposenb (IT1/IK oGcyxnaercs)

[enp manHOTO HMCchenoBaHus — pa3paboTKa MPOCcToro U APGEKTUBHOTO METOA ISl ONPENeICHHs] HU3KUX
KOHIICHTPAllUd MHKOTOKCHHOB B MYJIBTHU3EPHOBBIX M KYKYPY3HBIX XJIOmbsix MeTogaoM BIXX-MC/MC.
Omnpenensiemble MUKOTOKCUHBL: aduarokcuusl Bl, B2, G1, G2, Oxparokcurn A, HT-2 u T-2 TOKCHHBI,
aprokpuctuH U pymonusunsl F-B1 u F-B2.

IKCIePUMEHTAJIbHAS YaCTh

Oo0opynoBanue U NpOorpaMMHoe obecrevyeHne

Xpomarorpadudeckoe pazaenerue npoBogmwan Ha YBDXX PerkinElmer ¢ macc-criekTpoMeTpudecKkum
nerekropom QSight 210 (macc-ananuzarop - TpoitHoi kBaapynons) (PerkinElmer). Ynpasnenue npubopowm,
coop m 00pabOTKY JaHHBIX OCYIIECTBISIM C TIOMOIIBIO MPOrpaMMHOro obecmeueHust Simplicity 3Q
(PerkinElmer).

Xpomarorpajguyeckue ycJI0BHs U MapaMeTpbl Macc-CleKTpoMeTpa.
XpoMartorpaguueckue ycIOBUSI M MapaMeTpbl Macc-CIIEKTpOMETpa IMpejacTaBieHbl B Tabnumax 2 u 3
COOTBETCTBEHHO.



Tabauna 2. Xpomarorpaduieckue ycJoBHsI.

Xpomarorpapuueckas | PerkinElmer Analytical C18, 100 x 4.6 mm, 3 MkM, 4 (Part# N9303863)
KOJIOHKA

A: 5 MM ¢popmuar ammonus u 0.1% MypaBbUHAs KUCIIOTA

Honpuxnast paza B: 90/10 wmeranon/5 MM dopmuat ammonus u 0.1% MypaBbHHAS KHCIOTA

1 0 1.00 45.00 55.00
2 3.50 1.00 45.00 55.00
3 3.75 1.00 10.00 90.00
4 7.00 1.00 10.00 90.00
5 7.10 1.00 45.00 55.00

Bpems ananusa 7.0 muH; BpeMs paBHoBecus 4.0 MuH

Temmneparypa 35°C

TepMOCTaTa

BBoauMblii 00LeM 50 MK

Ta6auna 3. [lapamMeTpbl Macc-CIEKTPOMETPHYECKOT0 1€TEKTOPA.

Pexxum noHM3auumn

ESI +

Ocymaromuii ra3 (azor): 120 (exunui); HSID Temnepartypa: 320 °C;
Aaexrpocnpeii V1: 4500 (B); EV!: 30(B);

Adaatoxenn G2 331.1/245.2 331.1/285.1

HT-2 Toxcun

447.3/285.3

447.3/345.4

-120

Ad¢uaarokcun G1 329.0/243.2 329.0/283.2 -120 -30
Adaaroxcun B2 315.1/259.2 315.1/287.2 -120 -32
Adaaroxcun Bl 313.3/285.2 313.3/241.3 -110 -30

-23

®dymonusuH F-Bl

722.8/352.4

722.8/334.4

-120

47




Taoauna 3. (mpoaosKeHHe)

T-2 Tokcun 489.2/245.1 489.2/387.1 -115 -30
OProKpucTUH 610.6/223.3 610.6/592.6 -120 -23
OxpaTokcuH A 404.2/239.1 404.2/358.2 -85 -25

®ymonusun F-B2 706.8/336.5 706.8/354.3 -120 -30

1. EV — (Entrance Voltage) — BXoqHOE HanpsbKeHHE Ha HHTEP(dElice mepeHoca HOHOB B MACC-aHAIM3aTOp.
2 . CCL2 (Collision Cell Lens 2 voltage) — HanpsikeHUE Ha BXOIHOM JIMH3€E TYCHKH CTOIKHOBEHHIA.
3 - CE (Collision energy) — sHeprus coyaapeHui.

CranpapTHbie paCTBOPHI H NPOOONOATOTOBKA

OO0pa31bl MyJTbTU3EPHOBBIX U KyKYPY3HBIX XJIONBEB OBUTH KYIUIEHBI B MECTHOM MarasmHe.

CrannaptHbie 00pa3ibl MHIMBHIYaTbHBIX BEIIECTB ObUTH MpuoOpeTeHsl B Sigma-Aldrich.

J1n1s1 OLIeHKY BIMSTHUSA MaTPUYHBIX 3()(HEKTOB OBLIM MPUTOTOBIICHBI JIBE CEPUH KaTMOPOBOYHBIX PACTBOPOB, B
KOTOPBIX B KaYE€CTBE PACTBOPHUTENS UCIIOIH30BAIIH:

1. cMech areTOHUTpPUIIA M BOJIBL;

2. BOIHO-AIICTOHUTPHIIBHBIN SKCTPAKT MYJIbTU3EPHOBBIX UM KYKYpPY3HBIX XJIOTIbEB (MAaTPHIIA).

Pabouuii pacmeop cTanmapTHBIX 00pa3IOB TOTOBWIM B CMECH alleTOHUTPWII/Boia B cooTHomeHuu 80/20.

IIpuecomosnenue KarubpPoOBOUHLIX pacmeopos 6e3 UCHONb308AHUL MAMPUYDL:

KannOpoBouHble pacTBOPHI TOTOBHWJIM IYTEM IIOCIEAOBAaTEILHOTO pa30aBieHuss padodero pacTBopa,
MpeIBApUTENILHO Pa30aBIEHHOTO BOION B COOTHOMIEHUU 1:1, MCIONB3ysl B KA4eCTBE PACTBOPUTEINS CMECh
areroHuTpuUiia U BoAsl 40/60, momydas TakuM 00pa3oM MATh KaTMOPOBOYHBIX PACTBOPOB.

IIpucomosnenue kanubpo8oUHbIX pACMBOPO8 C UCNONb30BAHUEM MAMPUYDL:

K 5 rpammam wu3MenbueHHBIX XjombeB mpuOaBmsan 20 M pabodyero pacTBopa, 3aTeM JHEPTUYHO
BCTPSXUBAIHU B TeueHHUE 25 MuH U nieHTpudyrupoBamm 10 mun npu 3500 06/mMuH. HagocamouHyro KUIKOCTh
pa30aBisIM BOAOM B COOTHOWICHUM 1:1, M3 MOIY4EHHOTO pacTBOpa FOTOBWIIM KaJMOPOBOYHBIE PAaCTBOPHI
MyTeM II0CIIEI0BATENBHOI0 pa30aBIeHUs, UCIOJIb3Ys B KAU€CTBE PAaCTBOPUTENSI CMECh alleTOHUTPUIIA U BOJIBI
40/60, mosrydast TakuM 00pa3oM MATh KaJTHOPOBOUHBIX PACTBOPOB.

IIpuecomosnenue ucnvimyemvix pacmeopos 0opaso8:

K 5 rpaMmMaM uM3MenpYeHHBIX XJIOMbEB MpuOaBsuid 20 M CMECH alleTOHUTPUIIA W BOJBI B COOTHOIICHHUH
80/20, 3aTeM PHEPrUYHO BCTPAXUBAIN B TeueHue 25 MuH u neHTpudyruposanu 10 mua npu 3500 06/MuH.
HagocanouHyro KUIKOCTh pa30aBisuid BOAOW B cOOTHomeHUH 1:1.

IIpuecomosnenue pacmeopog 05t OnpeoeieHus. CmeneHu U3eieyeHusl Onpeoeisiemvblx KOMNOHEHEmOos:

JI71s1 OLIEHKY CTENEeHU U3BJICYEHUSI MUKOTOKCMHOB Ha MpUMepe MUKOTOKCHMHA B1 1 oxpaTtokcuna A, KOTOpbIe
umeroT HanMmenbiue [1JIK (2 u 3 MKI/KT COOTBETCTBEHHO), K 5 TpaMMaM U3MENbYCHHBIX XJIOMHEeB OOaBIISITH
5 MJI cMecH aneToHuTpwi/Boma B cooTHomennn 40/60, coxepkamieit mo 5 ppb mukoTokcnHa Bl wm



oxpatokcuHa A. Ilocie SKCTpakiuu W IEHTPU(PYTUPOBAHUSA OTOMPATN 5 MIULTHIMTPOB HAI0CAT0YHOU
KHUJIKOCTU U pa30aBIsuIH ee BOIOM B cooTHOIIeHUH 1:1.

Ilepen BBOtOM B Xpomarorpad Bce pacTBOPHI (GHUIBTPOBAIH Yepe3 MEMOPaHHBIH QUIBTP ¢ TUAMETPOM IOP
0.22 MKM, KaXIblid pacTBOpP aHAIM3UPOBAIH 3 pasa.

O0cy:kneHnue pe3yabTaToB

Pucynke 1 npeacraBneno Hanoxeane MRM xpomaTtorpamm (MRM-niepexoap! sl KOJTMYECTBEHHBIX HOHOB)
10 mapannenbHbIX UHKEKIUMI, TEMOHCTPUPYIOIIEE XOPOIIYIO TOBTOPSAEMOCTh PE3YIbTATOB.
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Pucynok 1. Hano:xxenne MRM xpomarorpamm (MRM-nepexoabl sl KOJIMYECTBEHHbIX HOHOB) 10

napauleJbHbIX HHKeKIM .
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KBagpar koadduimenta IUHEHHON KOPpEIIUUN KaTMOPOBOYHBIX KPHBBIX JUISI BCEX KOMIIOHEHTOB OBLI
6ombre 0.995 (R? >0.995).

KannOpoBounsie rpag ik MUKOTOKCHHA B1, mosmyueHHbIe IPH NPUTOTOBICHUH KAINOPOBOYHBIX PACTBOPOB
0e3 UCIIOIF30BaHMUS MATPHIIBI U C MAaTPHIIEH MTpeCTaBICHBl Ha PUCYHKaX 2 M 3 COOTBETCTBEHHO.
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Pucynok 2. KanuOpoBouHblii rpajpuk MHKOTOKCHHa Bl, moaydeHHbli npu KaauOpoBke 0e3
HCNOJIb30BAHUSA MATPHIbL. [Mana30Hbl KOHIEHTPALUI OnpeesieMbIX KOMIIOHEHTOB.

Standard Curve: “Concentration vs Area”
Source "ESIL" Component "B1 (3132/285.21"
y = 77.910x - 3067.78300 R’ = 09986 (ByArea, Linear, Nowt)
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Pucynoxk 3. KaauOposounbie rpadukm MHUKOTOKCMHA Bl, mnoJydyeHHble NpH KaJuOpoBKe C
HCII0JIb30BAHMEM B Ka4eCcTBe MATPHIbI KYKYPY3HBIX (A) 1 MyJ1bTH3epHOBBIX (B) xs10nbeB.

Jlnst mpoBEpKH BO3MOXKHOTO 3(dekra MmomaBieHUs WOHMU3ALUU CPAaBHUBAIN KaTUOPOBOUHBIE TrpaduKy,
IIOJTyYEHHBIE AJIs1 paCTBOPOB O€3 MaTpPHUIIbl U ¢ €€ UcIoab30BaHueM. Ha prucyHkax 2 v 3 npuBeieHbl 3HaUE€HUS
OTKJIMKA JIETEKTOpa Ha KOHIEHTpalHio MUKOTOKCHHA Bl paBHyio 10 MKI/Kr. YcpenHeHHbIE AaHHBIE MPH
CPaBHEHMHM BEIMYMH OTKJIMKA JAETEKTOpa HAa aHAJIU3UPYyEMble KOMIIOHEHTB! CBHIETENBCTBYIOT O CHI)KEHUM
qyBCTBUTEIbHOCTH Ha 20-25% B NpHCYTCTBUM MAaTpUIBl, YTO OOYCJIOBICHO 3(PQEKTOM MOJaBICHUSI
MOHU3ALIUY.

B Tabmuue 4 mnpuBeneHb paccuMTaHHBIC Tpenenbl KomudecTBeHHoro omnpeaencHus (IIKO) s
OIpeIeNIIEMBIX KOMIIOHEHTOB.



Taoauna 4. 3uavenus [IKO niasa onpenensieMbIX KOMIIOHEHTOB.

- YcpennenHoe 3Hadyenne S/N (CMTHAJI/IIyM) HUKHEH KOHUEHTPAIMM KaJUOPOBOYHBIX rpaduKoB,
NMOCTPOEHHBIX € HCMOJIb30BAHNEM B KaUeCTBe MATPHUIl KYKYPY3HBIX U MYJIbTH3€PHOBBIX XJIONbEB.
** - PaccunTaHo U3 3HAYEHUI NpuBeAeHHBIX 151 S/N (cMrHaN/mym).

KoHTpoibHBIN aHaNM3 KyKypy3HBIX U MYJIBTU3EPHOBBIX XJIONbEB, KOTOPbHIE HCIOIb30BAINCH B KAaUE€CTBE
MAaTpHII 17151 KaTHOPOBKH, TTOKA3aJl COJIepKaHne B HUX MUKOTOKCHHA T-2 ¢ koHueHTpanueit 13.8 u 7.92 Mxr/kr
cooTBeTcTBeHHO. ConepikaHne MHKOTOKCHHA T-2 B JaHHBIX 00pasliax y4YHTHIBAIOCH B JajbHEHIIEM Mpu
MMOCTPOCHUH KATMOPOBOUYHBIX TPadUKOB I JAHHOTO MUKOTOKCHHA.

Xpomarorpammbel MRM-1iepexo10B 11 KOJIMYECTBEHHOTO M MOATBEPKAAIOIIET0 MOHOB MUKOTOKCHUHA T-2 B
o0pa3siie KyKypy3HBIX XJIOTIbEB IMOKAa3aHbl HA PUCYHKE 4.
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Pucynok 4. Xpomarorpamvmbsl MRM-nepexofoB /st KOJIMYECTBEHHOT0 M MOATBEPKAAIONIECr0 HOHOB
MHKOTOKCHHA T-2 B 00pa3ue KyKypy3HbIX XJIONbEB.

Ha pucynke 5 moka3zaHa cTeneHb M3BJICUCHHs MUKOTOKCHMHOB B1 M oxparokcnmHa A Ha mpuMepe aHaau3a
o0pasiia MyJIbTH3EPHOBBIX XJIONBEB C KOHIICHTPAIMEH OMPEIeIIeMbIX COSTUHEHUN 5 MKI/KT.



B1 OxpaToKcuH A

... PesynbTar aHanmsa: 5.04 mMkr/kr | Pesynbrar aHanu3sa: 5.76 MKr/kr
'n CreneHb ussnevenus: 100.8% | Crenedb ussnevenms: 115.2%
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Pucynok 5. Xpomarorpammbl MRM-niepexonoB MUKOTOKCHHOB B1 u oxpaTokcuHa A M HUX CTeleHb
U3BJIeYeHHS U3 00pa3ua MyJbTH3EPHOBBIX XJIONbEB ¢ KOHIEHTPaNMeld onpeaeasieMbIX COeTUHEHUI 5
MKI/KT.

3akiouenne
Pazpaboran mpoctoit u 3QGEeKTUBHBIN METOJ IJIs ONPEACIICHUs] HU3KUX KOHIICHTPAIIMA MUKOTOKCHHOB B
MYJBTH3EPHOBBIX U KYKYPY3HBIX XJ0mbsiX ¢ momotibio BOXX-MC/MC PerkinElmer QSight 210.

VYcraHoBIEHHBIE Mpeeiabl KOJIUYECTBEHHOTO OMpPEAEICHUs] MUKOTOKCHHOB 3HAUYUTENbHO HUXKE 3HAUYCHUU
[TJK, yxa3aHHbIX B HOPMATHUBHBIX JOKyMEHTaX Ul TMPOAYKTOB MepepabOTKU 3EPHOBBIX KYJIbTYD,
MpeIHa3HAYEHHBIX JJIsl TOTPEOJICHHS YEITOBEKOM.

B HacTosmmii MOMEHT JaHHAs METOIMKA YCIEIIHO MPUMEHSETCS MOoJIb30BaTesiMu Komnanuu Scheltec s
aHaJiM3a MUKOTOKCUHOB B MUILEBON MPOIYKIIMU U3 3€PHOBBIX KYJIbTYD.

Cnucok Jureparypsbl.
[1]. www.mycotoxins.info/myco_info/consum_regu.html.
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