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OnpepeneHuve T-2-TOKCUHA
MEeTOA0OM raso->XuaKkoCcTHOM
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Coaep>kaHne MUMKOTOKCMHOB B MLLEBOW NPOAYKLMW 3€pHOBOM NPUPOALI — OANH
M3 nokasaTenen ee 6e30NaCHOCTM. B cTaTbe onMcaHo onpeaeneHmne T-2-ToKC1HA
B COBPEMEHHbIX 1abopaTOPHbIX YCIOBUSAX HA OTe4eCTBEHHOM 060pYyA0BaAHUN.
MpennoxeHa GopMyna pacyeTa, He Tpebyroulas CpaBHeHMUs Naowanen NMKoB.
YcTaHoBNeH boslee WNPOKUIM AManasoH onpenensieMblix KOHLEeHTpaumm
T-2-ToKCKMHA. MNpoBefeHa CTaTUCTMYeckas 06paboTka pesybTaToB M pacCHUTaHbI

MeTposorndeckmne XapaktTepmnctmnkn.

KntoueBble cnoBa: T-2-TOKCKH, razoBas xpomatorpadus, 33-getektop, AepvsaTnaumns

BBegeHHe

T-2-TokcuH (pHC. 1) - ofHH 13 Hanbomee TOKCHYHBIX
IIpefiCTaBUTesIer IPYIIIbl TPUXOTELleHOBBIX MUKOTOK-
CUHOB, CHHTe3HPyeMbIX IJIECHEBRIMHU I'PpHbaMU poma
Fusarium [1]. OH oKa3bIBaeT paspyllaloliee 1eLCTBHe Ha
KPOBEHOCHYIO, HMMYHHYIO0, HEPBHYIO CHCTeMBI, IIHIIIe-
BapUTe/IbHBIN TPaKT, KOXKY [2]. CogepsrkaHue T-2-TOKCHHA
B 3epHe, IIPOJyKTaX IIUTAaHUS 3€PHOBOM IIPHUPOJBI, KOP-
Max, KOMOHMKOPMOBOM ChIpbe PerJlaMeHTHPOBAHO B COOT-
BETCTBYIOLIMX HOPMAaTHUBHBIX IOKYMeHTax.

Hambosee pacripocTpaHeHHBIMU CII0cO6aMHU oOIIpe-
neneHus T-2-TOKCHHA SB/SIOTCS XpoMaTorpaduyeckye
MeToAbl. [IOMHMO HUX, IOJYYH/IH Pa3sBUTHE HMMY-
HopepMeHTHBIe MeTOJE! 3, 4], olHAKO OTMeYaeTcs
MX MeHbIIasg TOYHOCTb B CPABHEHHH C XpOMaToIpa-
duern [5].

Ins MeTomoB BOXKX u YBXKX (HPLC, UPLC) nipen-
JIOKeHBbl Ppa3JIM4YHble CIOCOOBI JepHUBaTH3ALHU
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Puc. 1. T-2-moKcuH

U JeTeKTHPOBAHMS aHA/IMTa, II03BOJISIOLHe JOCTUYb
HU3KHUX IIpefiesIoB 06HAPYKeHHUsI K BOCIIPOK3BOAKMO-
CTH pe3ynbTaToB [6, 7]. Tak, B [6] mpuBOgUTCS IIpe-
nen 06Hapy>1<eH1/151 0,005 Mr/Kr, cTereHb H3BjIeYe-
HUs a”HanuTa 80-99% U cTaHOApPTHOE OTKIOHEHHEe
MeHee 6%.

Hawnbosnee coBpeMeHHBIM U YCOBEPLIEHCTBOBAHHBIM
METOZ,0M OIlpefie/leHUsI MUKOTOKCHHOB, BKIo4as T-2,
npusHaercs B3)KX ¢ Macc-CIeKTpPOMeTPUYECKHM
neTeKTHPOBaHHeM. BmecTe ¢ 3TuM, pasHoobpa-
34e aHa/IM3UPyeMbIX MaTpPHIL, XMMHUYECKOe CPOJ-
cTBO T-2-TOKCHHA U ero MeTabolIuTOB TPebyoT Hanb-
HeMILero OCBOeHH S, BAJIMAALNH H BepUPHUKAL LU
MeToza [8]. OgmHaKo HeCMOTPS Ha To, 4To B Poccuu
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IIPUHAT CTAaHJAPT Ha oIpefeeHHe T-2-TOKCMHA MeTo-
IIOM XPOMaTO-MacC-CIIeKTPOMEeTPUH [9], ero Hemb3s
Ha3BaTh PACIIPOCTPAHEHHBIM B PSAJOBBIX XMMHUKO-
AHAIUTHUYECKUX 1a60paTOpUsX BBUIY CIOKHOCTHU
M BBICOKOM CTOMMOCTH COOTBETCTBYIOILEro obopyzmo-
BaHHS.

B umcneiTaTenbHBIX J1abOpPAaTOPHAX CAHUTAPHO-
TUTHEeHUYeCKOro NpoduIs 415 9TUX Lie/leH Jalle IpU-
MEeHSII0OT MeTOJl Ta30BOU XPOMaTOrpadUuU C JeTeKTo-
poM 3nmeKkTpoHHOro 3axBata (I'X-33]], GC-ECD). Mexxnmy
TeM, KOJIMUYEeCTBO MCC/IeLOBaHMHK, IIOCBIIIEeHHBIX
I'X-MmeTomaM orpeneneHus T-2, CpaBHUTE/JIbHO HeBe-
JIUKO, a UMeIoIHecs — JeMOHCTPUPYIOT pa3InvyHbIe
MOAXO0ABI K ompefeneHuio [10]. Tak, And AepUBaTH3a-
U1y T-2-TOKCHHA [IPUMEHSIOTCS AHTUAPUIBL TPUPTOP-
ykcycHoll (TFAA) u neHTadToprponaHosok (PFPA) Kuc-
not, N-rentadTopbyTHpua umugason (HBFI) [11-14].
B mcciaenoBaHUSAX UCIIONB3YIOT pas3s/IMYHble KaIllHJI-
JISIPHBIE KOJIOHKH M PeKMMBI XpoMaTorpadpupona-
HUS. TeMIlepaTypHBIe IPaAHeHThl, Fa3bl-HOCHUTE/IH
U UX CKOPOCTH.

B Poccy HOpMAaTHBHBIMU JOKYMEHTAMHU JIJIs OIIpe-
neneHUs T-2-TOKCHMHAa MeTomoM I'X-33]1 SIBISIIOTCS
MY 3184-84 [15] 1 TOCT 33682-2015 [16]. Oba JokyMeHTa
yCTape/x MOPa/IbHO U TeXHUYeCKU. CpaBHeHMe TeKCTOB
I103BOJISIeT CAe/IaTh BBIBOM, UTO B TEXHUUYECKOM YaCTH
I'OCT, HecMOTpA Ha CBOK CPaBHUTE/IbHYIO HOBHU3HY,
SBJISIeTCSs KaIbkou MY, mpuMeHseMbIX ¢ 1984 roga. Taxk,
IU1s1 06paboTKY XPOMATOrpaMM «IUIOIIAJb IIUKA OIIpe-
Ile/IsII0T YMHOKeHHeM BBICOTHI ITHMKA Ha MM PUHY [IHKa
Ha II0JIOBHHE ero BBICOTHI» [15, 16], UTO JaBHO BBIIIIO
M3 IIPaKTUKH C BHeJpeHHeM HHTerpaTopoB. B KayecTse
060pynOBaHMS IPUBOASATCS HAOUBHBIE KOJIOHKH , KOTO-
pble B 1a60PATOPHOM IIPAKTHUKE IIPUMEHSIOTCS BCE PESKe.
PacueT pesyabTaTa OCyILEeCTB/SeTCS 110 opMyie, IIpe-
yCMaTpUBAIOIEeH TOIOHUTeIbHOE I10C/Ie0BaTeNIbHOe
BBeleHMe CTaHJapTa U BEIYMUC/IeHHe OTHOIIeHHUS I1JI0-
Imagel IUKOB. BecbMa CKyHO ITpeCTaBlIeHbl METPOJIO-
THYeCcKye XapaKTepUCTUKU MeTofa — B MY IpUBOAUTCS
3HavyeHHe (TouHee, JHAIla30H 3HAUeHUI) OTHOCUTE/Ib-
HOTO0 CTaHAAPTHOro OTKI0HeHU, B TOCT OTCyTCTBYIOT
U 3TH CBeleHH . B KadecTBe rpalyHpOBOYHBIX CTAHAAP-
TOB PeKOMEeH/I0BaHBI fiBe TOUKHU 0,2 1 0,5 MKJI pacTBopa
TOA-TIpou3BOAHOrO CTaHAApPTa T-2-TOKCHHA, YTO COOT-
BeTCTBYeT 5 1 12,5 ur T-2-TorcuHa. 4 mipenena obHa-
PY’KeHHU s IPUBOSUTCS 3HadeHHe 0,05 MI/KT, B TO BpeM4
KaK CoBpeMeHHoe 0b60opymoBaHUe II03BOJISIET JOCTHUYb
ropasfzo jy4ilel 4yBCTBUTENbHOCTH. [IOMHMO 3TOTO,
coBpeMeHHBbIe TpebOBaHUS K AKKPeJHUTOBAHHBIM 1ab0-
patopusim (FOCT 17025-2019, . 7.6) IpenHChIBAIOT
BBIYHCIeHHe HeollpeJe/IeHHOCTH Pe3y/IbTaToOB U3Mepe-
HUM, a B ONy6/IMKOBAaHHBIX Ha IAHHBIN MOMEHT pabo-
TaX OHU He IIPUBOIATCH.

ANALYTICS OF SUBSTANCES AND MATERIALS

Hacrosmmas cTaThs IOCBSIIEHA [IOIBITKE YCTPAHeHU S
3THUX HENOYEeTOB M YCOBEPIIEHCTBOBAHUIO METOAMKHU
omnpeneseHHs MAacCOBOM KOHLIEHTpalluK T-2-TOKCHHA
B [IMINEBOH IPOAYKLIIMH METOLOM ra30->KHIKOCTHOM
xpoMaTtorpadmum ¢ KallM/UISPHOM KOJIOHKOM U D3]1-
JleTeKTHPOBaHHEM C aKLIeHTOM Ha HCII0/Ib30BaHHe, I1e
3TO BO3MOYKHO, 000pyZIOBaHMU S 1 peareHTOB POCCUIICKOTO
IIPOM3BOACTBA.

O6BEeKTHI H MeTOAbI HCCIIeJOBaHHU S

B kadecTBe 00beKTa HCC/IeOBaHUS 0TOHpanu MPO6LI
[IMIIeBOL IIPOAYKLIMH 3epHOBOM MIPUPOJEL, He Cofep-
>Kaei T-2-TOKCHH. B mTpo6sl BBOAM/IACH PACCUUTAH-
Has CTaHAApTHas nobaBka T-2. MeTOAMKY ra3oxpomMa-
Torpaduaeckoro onpeneneHus T-2 paspabateiBaau Ha
OCHOBe CTaHJapTHU3HPOBaHHBEIX MeTOAUK (MY 3184-84,
TOCT 33682-2015) [15, 16]. [nsg mepuBaTH3aLlUU
T-2-TOKCHHA HCI0/b30BaH TPUPTOPYKCYCHBIM aHTH-
JPpUL (T®A, TFAA). Ilo MeTOAy «BBeleHO-HakeHO» oIIpe-
Je/leHa CTerleHb U3B/IeYeH M aHa/IUTa.

JKCTpaKI U0 U3 O0TO6paHHONU TPO6EI
M OYMCTKY 3KCTPaKTa IPOBOJHJIH B COOTBETCTBHU
cTOCT 33682-2015 [16], 1. 5.1, 5.2.

Hnsa monydyenus TOA-TIPOHM3BOSHOIO HCIIONB30BaIN
[IPUIOTOB/IEHHBIM SKCTPAKT U, MApaJlIe/IbHO, CTAaHJAPT
T-2-TokCHHA. B MepHYI0 Tpo6HPKY Ha 5 MI 106aBIISIH
50 MKJI CTaHZAPTHOrO pacTBopa T-2-TokcKHa B 6eH3011e,
250 MK 6eH3051a, 50 MI CBesKeITPOKAIEHHOT0 KapboHaTa
HaTpus U 50 MKJI TpPUGTOPYKCYCHOr0 aHTuApUaa. I1po-
OMPKY 3aKpbIBalIM CTEKISSHHOM IIPUTEPTOH MPOOKOL
U IIepeMellMBaIy IIpH TeMIiiepaTtype 20+25 °C B Teue-
Hue 30 MUH Ha JlabopatopHoM BopTekce (Multi Speed
Vortex MSV-3500) npu RPM=500. Cozmep>krMoe I1po-
61poK pasbasisin 6eH30/10M 10 1 M U GUIBTPOBATIH
yepe3 XMMHUYeCKyI0 BOPOHKY C KYCOYKOM BaThl B Ipy-
IyIo IIpoOUPKY Ha 5 MJI, KapboHAT HaTpUs Ha GUIIb-
Tpe mpomsIBanu 0,5 My 6eH3oma. O6renrHeHHBIE 6eH-
30/1bHBIE QHIIBTPATHI YIIAPHUBAIH IOCYXa B C1abOH CTpye
asora (OCY). OcTaTok pacTBOpsuIX B 200 MK 6eH30/1a
Y aHa/IM3UPOBAJIH.

AHanus T-2-ToKCHMHA B 6eH30/BbHBIX 3KCTPaK-
TaX MPOBOAMJIM C IIOMOIIBIO Ia30BOro Xpoma-
torpada «Kpucrammmokc-4000M» (OO0 «HII®
«MeTa-Xpom», r. Homkap-Ona). [lapaMeTpbl XpOMaTo-
rpadupoBaHMs: KallM/IsIpHas KomoHKa (Restek, Rtx-5,
Crossbond 5% diphenyl / 95% dimethyl polysiloxane,
60 M x 0,25 MM x 0,25 MKM), Fa3-HOCUTeIb — a30T OCY,
JaBjieHHe Ha BXOJe B KOJIOHKY 3 aTM, TeMIlepaTypa
ucrapuTens 240 °C, Temmepartypa getexropa 260 °C,
JejneHHe ImoToka 1:10, TeMmmeparypa TepmocTara
KoIoHKHU: 1 muH 190 °C, mogwsem mgo 200 °C co ckopo-
cThi0 10 °C/MHH. BpeMs aHanu3a 45 MUH.
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BpeMms yoepsKUBaHUS, MUH

Puc. 2. Xpomamozpapuueckuli nuk T-2-mokcuHa (38,93 muH)

PeakTHBBI: TPUPTOPYKCYCHBIN aHTUAPUT (TFAA) 299%,
IJ1sI Ta30BOM XpoMartorpaduu, Sigma-Aldrich 106232;
6en3on, kBamuouKanus «XY ayss XxpomaTtorpadpumn»,
AO «BEKTOH»; cTaHZApTHBIN obpaser] coCTaBa pac-
TBOpa T-2-TOoKRCHHA B 6eH3oie (T-2-100) [CO 7942-2001,
®I'BHY «BHHHMBCI'3».

[pagynpoBOYHas 3aBHUCHMOCTb IIOCTPOEHA II0
8Ty Toukam: 0,1; 0,5; 2,0; 10; 25 Mr/n. Ilony4eHHBIN
MaCCUB TOYEK aIlNIPOKCHUMHUPOBAH JIMHENHON 3aBUCH-
MOCTBI0 € RSD 2,94%. R?=0,9952. O6paboTKy IIMKOB Be/TH
I10 IJIOINAIH.

Pacuet comepskaHHs T-2-TOKCHHA IIPOBOJU/IU II0
dopmye

=1V ey, )
V, m
rae V, - 06beM 3KCTparupyouero pacTBOpUTeNsi, M
(100 mi); Vv, - 0bpeM dunpTpara, B3STBHIN I aHa-
nusa, mi (70 min); V; - obpem 6eH30JIBHOIO pacTBopa
T®A-ipom3BogHoro, mi (0,2 mi); C, - TOKa3aHUs IIPU-
6opa, mMr/m; m - HaBecka pobsl, T (20 T).

Tabauuya 1. CmeneHb U3sneveHus T-2-MOKCUHA U3 MOOeAbHbIX
06veKMo8

Ob6beKT BBegeHo, HawngeHo, CTeneHb
nccnefoBaHma Mr/ KF Mr/ KF n3BneYyeHus,
%
MyKka nweHnyHas 1,0 0,90 90
0,95 95
bynka ns 1,0 0,94 94

NWEeHNYHON MYKMN

Pe3y/abTaThl HCCII€AOBAHHN
H UX 06Cy>KaeHHe

Bpems ynepskuBaHUs (Retention time) B yC/IOBUSIX 9KC-
[IeprMeHTa CoCTaBuIO0 38,9 MUH. Ha puc. 2 IpuBeIeH
IIpUMep XPOMaTOTPaMMBI.

B pesynbTaTe MOCTPOEHHS T'PafyHPOBOYHOM 3aBH-
CHMOCTH I10 60/1bIIIeMY KOJTMYeCTBY TOUeK PacIIHPeHbl
TPaHHULIBI OIIpefleIsIeMBIX COlep>KaHHH .

Copepskanue T-2-TOKCHHA B ChIpbe, BRIYHCIIEHHOE
1o (1) ¥ COOTBeTCTBYIOIIee IIpefe/IbHBIM TOUKaM KaJlHu-
6poBOUHOM 3aBHCUMOCTH, OIpefe/isieTcsl B AUalla3oHe
[0,0014+0,35] MytH™! (Mr/KT), YTO 3HAYHUTENPHO LIHPE,
YyeM pernaMeHTHPoBaHO MY 3184-84 (0,05+0,1 mr/kr) [15].

CremeHs M3B/IeYeHUs T-2-TOKCHHA B YCJIOBUAX KCIIe-
pUMeHTa cocTaBisaa 90-95%. B tabi. 1 mpUBemeHsI cTe-
[IeHHU M3BjledeHus T-2-TOKCHHA [ pa3IMYHbIX MOZe/Ib-
HBIX 0OBEKTOB.

Tabauua 2. lMoxkazameAau moyHocmu aHaausa, %

Mpenen noBTOpsAEMOCTH, I 10

Mpenen BHyTpnIabopaToOpHON NPELM3NOHHOCTH, R, 16

paHuubl MHTEepBasa, B KOTOPOM MOrpeLHOCTb aHann3a 11
Haxo4uTCa C BeposTHOCTbIO P=0,95, A

Tabauua 3. 3Ha4yeHus1 HeonpedeneHHOCMU U3mepeHul, %

OTHOCKTEeNIbHAA CyMMapHas HeonpeaeeHHoOCTb, U 5,8
OTHOCKTeIbHasA pacluMpeHHas HeonpeaeneHHocTsb, U 12
KoadduumeHT oxsata, k, 4ns yposHs nosepus 0,95 2
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IIpoBeeHO COMOCTaBIeHHEe BpeMeHH BBIXOAA
1 GOPMBI IIHMKA B 3aBUCHMOCTH OT TeMIIepaTypPHBIX
PEKHMOB. YCTaHOB/IEHO, UTO BbICOKASI HA4a/IbHAS TeM-
mepaTypa peXkruMa xpomartorpaduposaHus (190 °C)
COKpalllaeT BpeMsI aHa/IK3a, He OKa3blBasi BAHUSHUS Ha
dopmy U ITOLaAb IIUKA OIIpele/I1eMOro BellleCTBa.

B Tabi. 2 mpuBeneHbl pe3yabTaThl CTATUCTHUYECKON
06paboTKM ABAALATH MapaslIeSIbHBIX OIIpefiesleHH I
C U3MeHsIeMBIMH ITapaMeTpaMH — BpeMs, OIlepaTop
npun=2, P=0,95. [Iyis OLleHKY OGHOPOLHOCTH OUCIIeP-
CHUH U HaJIMYHSI BBIOPOCOB pe3y/IbTaThl aHATU3UPOBAIU
rio Kpurtepusm KoxpeHa u I'pab6ca. O6paboTky pesyib-
TaTOB IIPOBOAMIH 110 PMTI 61-2010 [17] B yc/1oBHSIX BHY-
TPUIa60PaTOPHOL IIPEITU3MOHHOCTH.

B pabore Takke pacCYHUTAHBI 3HAUEHUS Heollpese-
JIEHHOCTHU U3MepeHUH (18, 19] (Tab. 3).

3aK/JIroUeHHue

ITpoBemeHHbBIE UCC/TeN0BAHMS II03BOIMIIN aKTyaTIM3HPO-
BaTh JAHHBIE I10 OIIpeeeHHI0 T-2-TOKCHHA C IIOMOIIBIO
ra30->KUAKOCTHOH XpoMaTorpaduu ¢ 33/]-neTeKTOpoM —
Hauboslee MpHUMeHseMbIM B PyTHHHBIX aHA/IH3aX MeTO-
noM. [lyist BBIOpaHHBIX [TapaMeTpoB IIpoliecca yCTaHOB-
JIeHO BpeMs yaep>KuBaHU T-2-TOKCHMHA U paCCUMTaHBI
METPOJIOTHYeCKHe XaPAKTePUCTUKH. PacIIMpeH II0
CPaBHEHHUIO C JIeHCTBYIOIMMHU MEeTOAUKAMH JHAIIA30H
M3MepeHHUs comepskaHus T-2-TOKCHHA B ChIpbe U OLie-
HeHa CTeIleHb ero M3BJIedYeHHs BO BpeMsi I1poboro-
TOTOBKH.
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