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[pemnoxena MeToaHMKa 3KCIpecC-UICHTHOUKALMK ¥ ONPEIEICHNS IIOJMEHOBOTO aHTHOMOTHKA
HaTaMHUIMHA B IHIIEBBIX MPOIYKTaX METOIOM YIbTPaBBICOKOA()(EKTUBHON KHUAKOCTHOH XpoMaTorpaduu
B COYETaHWH C KBaAPYHOJIb-BPEMSINPOJICTHOH Macc-CIEKTPOMETPHEH BBICOKOTO pasperieHus. Juanazon
ompesensieMbIX coepkanuii HaramunuHa coctasui oT 0.5 10 100ur/r. {ns onpenesneHus oOHAPYKESHHOTO
HaTaMHIMHA TPEJUIOKEHO HUCI0JIb30BAaTh METO/ CTaHAAPTHOM N00aBKH. OTHOCHTENHHOE CTaHAAPTHOE OT-
KJIOHEHHUE pe3ysbTaToB aHainu3a He npesbimano 0.12.IlponomkurensHocTs uneHtudukanuu mpod 20 mus,
onpeneneHus HatamunuHa — 40MuH.

KnroueBble cji0Ba: HaTaMUIMH, ITUIIEBBIE IPOXYKTHI, YIBTPABBICOKOI(P(EKTHBHAS KUAKOCTHAS
Xpomatorpadusi, KBaJApynoib-BpeMAIPOJICTHAS MacC-CIIEKTPOMETPHS BEICOKOTO pa3perIeHHsI.

Express-identification and determination of natamycin
in foodstuffs by method of ultra-high performance liquid
chromatography/quadrupol-time-of-flight
mass-spectrometry of high-resolution

Bol'shakov D.St, AmelinV.G1?

Federal Centre for Animals Health (ARRIAH), Vladimir
A\/ladimir State University named after Alexander and Nikolay Stoletovs, Viadimir

First of all, the method of rapid identificationdadetermination of natamycin in food products (al-
coholic and non-alcoholic beverages, cheese) bg-high-performance liquid chromatography in combi-
nation with quadrupole-time-of-flight mass spectedry of high-resolution. For sample preparationyais
proposed to use liquid extraction with a mixturedefonized water and acetonitrile (for alcoholicl aron-
alcoholic beverages — dilution), followed by cefiuigation. The optimal conditions for chromatographi
separation were chosen: the composition of the Ieqliases, the program of gradient elution, theroal
temperature, the volume of the injected samplea#d 0.1% formic acid in acetonitrile (B). The opdim
conditions for the gradient elution mode are al®¥ed: 0 min — 5% B, 0.5 min — 5% B, 2 min — 50%3,
min — 100% B, 6 min — 5% B, 8 min — 5% B. The floate of the mobile phase was 0.4 ml/min. The tem-
perature of the column thermostat is 30 ° C. THame of the injected sample is 20 pl. The duratbthe
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chromatographic separation was 8 minutes To afisesgiantitative content of natamycin in food prcigu
used by standard additives, which has already praself in determining residual quantities of vétary
drugs in food products, feed and raw materialgHeir production. Under selected conditions of &atiion,
separation of extracts and mass spectrometric titeieseveral samples of the products were analy2éd
the seven samples in one sample of fruit nectavpansample of wine and one sample of cheese cabrti
layer), natamycin was found at the level of 15+8+3 and 23+4 ng/g respectively. Natamycin was not
detected in the three samples of fruit juice (s 0.2 ng/ml). The correctness of the analysis veai-
fied by the «introduced-found» method with the &ddiof natamycin at the level of 50 ng/g. The g
determined contents of natamycin was 0.5-100 ngigly), the detection limit was 0.2 ng/g with a géam
mass of 1.00 g.

Keywords: natamycin, food products, ultrahigh-efficiencydid chromatography, high-resolution
quadrupole-time-of-flight mass spectrometry.

BBegeHue

HaTtaMuIluH OTHOCST K TpYIIE MOJUCHOBBIX aHTHOMOTUKOB (puc. 1), o0nagaronux
dbyarucrarnueckum 3¢ dexrom. [Ipenmapar paspymiaeT KieTOUHbIE MEMOpaHbl TpuOKa,
TEM CaMbIM MPHUBOJA €ro K rubenu [1]. B muiieBoll mpoOMBIIICHHOCTH HATAMHIIUH HC-
MOJIb3yeTCsl Kak KoHcepBaHT E 235mpu mpon3BoacTBe ChIpoB U Kostbac. Kpome Toro, Ha-
TaMHUIIMH MOXXET NMPUMEHATHCS MPH 00pabOTKE MOJOYHBIX M KHUCIOMOJOYHBIX MPOIYK-
TOB, TUIABJICHBIX CBHIPOB, KOHAUTEPCKHUX HM3JIEIHUN, PHIOOITPOAYKTOB, BUH, (DPYKTOBBIX CO-
KOB U IPYTUX TOBApOB, MOJABEPKEHHBIX BJII/IHHI/IIO TUICCEHH U APOXKeEH [2].

O\ N /< ~ /\
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TN :|<
HO‘IZlOH

Puc. 1.CtpykrypHas ¢hopmyia HaTaMUIIUHA.

Cornacuo mexayHapoausiM HopMmam (Food and Agriculture Organization Expert
Committee on Food Additives)akcumanbHoe exeTHEBHOE MOTPEOICHUE HATAaMHIIMHA
He 10/KHO TpeBbimath 0.3 Mr/Kr Beca, a JOMyCTUMOE COJEpKaHue BO PPYKTOBBIX COKAax
JIOIKHO COCTABISTH 2 MI/IM> FOTOBOrO TOBapa. B CIIMCOK CTpaH, HA TEPPUTOPHH KOTO-
PBIX pacnpoCTpaHseTCs 3alpeT Ha UCIOJb30BaHWE HaramulrHa B BUHE BXxoasaT CIIIA,
AprenTtuna, Yunu, Kanaga u HoBast 3enanaus, a Takke cTpaHbl, BXoasiiue B coctaB EB-
poreiickoro coro3a (EC) [3, 4]. Onnako B HacTosiee BpeMs MuiieBoii Koncepsant E235
MPOJIOJDKAIOT MPUMEHSTH B MPOIECCE U3TOTOBIEHUSI TPOIYKTOB NMUTaHus B crpaHax EC,
CHIA, Anonuu, Kananer, A3un, a Takke B Poccuiickoit deaepannu U B CTpaHax OJIMK-
Hero 3apy0exsbs [5].

Cormacao Texaudeckomy periameHTy TamoxeHHoro Coroza «IpeGoBanmsi 6e30-
MACHOCTH THINEBHIX JO0OABOK, apOMATHU3aTOPOB M TEXHOJIOTUYECKUX BCIIOMOTATEIIbHBIX
cpeacts» (TP TC 029/2012)momyckaercss HCIOIb30BaHKE HATAMHIIMHA JJISI TIOBEPXHO-
CTHOI 00pabOTKU CHIPOB, KOJIOACKHI CHIPOKOITYCHON U MOTYKOMYEHON MPH MpeAeIbHO J10-
IIYCTUMOM COJIePKaHNU KOHCcepBanTa 1 Mr/om?® B cioe riry6uHoii 10 5 mu [6].

HetictByromas B Poccuiickoii denepanuu HopMaTuBHas JOKymeHTauus [6, 7] B
HACTOSIIEE BPeMsl HE PEriIaMEHTHPYIOT MaKCUMAaJIbHO JOMYCTUMBIH ypoBeHs (M/]Y) Ha-
TaMUIMHA B aJIKOTOJIBHOM M COKOBOM Mponykuuu. OgHako, B COOTBETCTBUU € TexHHUUe-
ckuil pernaMeHToM TamokeHHOTo Coro3za «TeXHUYEeCKUH perjaMeHT Ha COKOBYIO IMpO-
aykuuio u3 ppykros u oBouieid» (TP TC 023/2011)koHcepBupoBaHKe COKa MOXKET OBITh
OCYIIIECTBJIEHO TOJBKO C UCIOJIb30BaHUEM (pu3nyeckux crnocobos. Kpome Toro, Hatamu-
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IIMH HE BXOJUT B MepeyeHb MUIIEBBIX J0OABOK M TEXHOJOTHYECKUX CPEACTB, Pa3pelleH-
HBIX JUISL MCIOJIB30BAHMS MPU MPOM3BOJCTBE COKOBOM MPOMYKIUU U3 (QPYKTOB U (HIIH)
oBorei [8]. UTOo TOBOPUT O HEAOMYCTUMOCTH €r0 HCIOJIBb30BaHUsS TPH MPOM3BOJICTBE
COKOBOM MPOAYKIIUHU U3 (PPYKTOB U OBOLICH.

Cambie Boicokre MJ1Y Hartamununa npuHaThl B Kurae [9], cormacHo KOTOpsIM co-
JepKaHNe HaTaMUIMHA B (DEpMEHTHUPOBAHHBIX AITKOTOJBHBIX HAMUTKAX MOXET JOCTH-
rats 0.01r/mv°.

Heo6xoauMocTh ompeneneHuss JaHHOTO AHTUOMOTHKA B IHIIEBON HPOIYKIHH
000CHOBaHa T€M, YTO €ro HaKOIUICHHE B OPTaHHM3ME YeJOBEKa OMACHO PAa3BUTHEM IIPHU-
BBIKAHHUS U PE3UCTEHTHOCTH. B CBSI3M ¢ HEOOXOJMMOCTBIO KOHTPOJIS O€30MacHOCTH TH-
IIeBOW MPOAYKLHNHU, HA CETOTHSIIHUNA I€Hb MPEJIOKEH psAJ METOIUK OIpEAeTCHHs CO-
JepaHusl HaTaMuIuHA. Tak, AJs ompeAeNieHUs] HATAMHIIMHA B MOJIOYHOW MPOTYKIIHH
HCIOJIB3YETCSI METOJI BBICOKOd(PeKTHBHOM skuakocTHON Xpomarorpadhuu (BDXKX) c
auonHO-MaTpudHbIM U Y @-nerekrupoanuem [10-13]. Ans ceipoB pa3paboTaHa METOH-
Ka CIeKTPO()OTOMETPHUUECKOTO OIpeaesieHusl HaTamuinHa [14], koTopast mpezmonaraer
MPOBE/ICHUE KHUJIKOCTHOM AKCTPAKIUHM aHAJIUTa METAHOJIOM M 3aMOPO3KY IMOJy4E€HHOTO
AKCTpaKTa JJIsl OTAEJICHUS KUPOBOH (pa3bl MPOIYyKTA.

Jlnig onpenenieHns HaTaMUIMHa B BUHE NPEIOKEHO UCN0Ib30BaTh MeToa BOXX ¢
MacC-CIeKTPOMETPUYECKUM JIETEKTUPOBAHUEM B COUETAHUHU C TBEpAO(a3HBIM IKCTPAK-
1uoHHbIM (T®D) koHieHTpUpoBaHueM TpoOkl [15, 16] u MeTon KamWLISPHOTO 3JIEK-
tpodopesa (KD) [17]. IIpumenenune metonoB BOXXX mpeamnosaraet ¢puisTpoBaHue aau-
KBOTBI 00pa3i[a BUHA C JaNbHEHIIeH OuMCTKON mpolbl Ha matponax Oasi§ HLB s
YCTpaHEHUS! MELIAIOUIET0 BIUSHUE KOMIIOHEHTOB MAaTpHUIlbl. YCTaHOBJIEHO, YTO OITH-
MaJIBHBIM SIBJISIETCS SJIOMPOBaHME HaTaMUIMHA ¢ copOenTa kaptpumka 90-100 Y%mera-
Hosiom [15]. B kauecTBe HemocTaTka MoJ0OHBIX METOIMK CIEAYET yKa3aTh MCIOJIb30Ba-
HUE JONOJHUTENbHBIX CTAJAUN MOATOTOBKH MPOOBI, YTO MPUBOIUT K YBEJIUYCHUIO TPO-
JOJKUTETFHOCTH M CTOMMOCTH aHalln3a, a TaKXKe MCIOJb30BaHNEe TOKCUYHBIX PacTBOPH-
teneil. Ilpu wucnonwp3zoBanuum Metona KD moaroroBka oOpaslia BMHA 3aKIIOYAeTCs B
¢bunpTpoBaHUM, pa30aBICHNUN TUCTUUIMPOBAHHON BOJION W HEHTPU(PYTUPOBAHUH TTPOOHI.
IIpu 5TOM HMKHAS I'paHULIA AMAla30HA U3MEPEHUN MacCOBOM KOHIICHTPALIMKY HATaMULIU-
Ha B BuHaxX cocraBisier 0.2 mr/av>, Jlisi yMEHbBIICHHS TIpeielia ONpeIeIeHH s HaTaMUL-
Ha BO3MOXKHO HCIIOJIb30BaTh JOMOJIHUTENBHYIO CTaJUI0 KOHICHTPHUPOBAHUS TMPOOBI
(TDD, yBenuueHre BpEMEHH M M3MEHEHHE Crocoda BBoga mpobsr). Hemocratkom maH-
HOM METOAWKH SIBJISETCS HHU3Kas KOHIEHTPAIMOHHAS YyBCTBHUTEIHHOCTh METOJHMKH H
BJIMSIHUE MEIIAFONIMX KOMIIOHCHTOB MaTPHIIbI IPU PETUCTPAIIUK MTHKa aHamuTa [17].

Lenp nanHOM paboThl 3akiioydanach B pa3paboTKe METOIUKH SKCIpecc-
UICHTH(UKAIIUN U OTPECIICHUs] HATAMUIIMHA B THUIIEBBIX MPOIYKTaX METOJOM yIbTpa-
BBICOKOO(D(DEKTHBHOM  JKMIKOCTHOM  XpoMmaTorpaduu/KBaapyrnoib-BpeMIIIPOICTHON
Macc-CIEeKTPOMETPUU BBICOKOTO Pa3peIIeHusI.

AKCNepuMeHT

Amnmnapatypa. Vcnons30Bajin yIbTpaBbICOKOd()PEKTHUBHBIN KUIKOCTHOW XpoMaro-
rpa¢p UltiMate 3000 (Thermo Scientific,CIIIA) B coyeTaHuu C KBaapPyIOJb-
BPEMSIIPOJICTHBIM MacC-CIIEKTPOMETpHYeCKUM JieTekTopoM MaXis 4Gu aeKkTpopaciibi-
JUTEIRHYIO HOHHM3aIHIo0 B ycTpoiicTBe ionBooster (Bruker Daltonic$,epmanust). Pa3ne-
JneHre mpoBoamiH Ha Komonke 30%2.1mm (1.7 mxm) ACQUITY UPLC® BEN C18
(Thermo ScientificCIIIA) B pesxume rpaAMEeHTHOTO dIOUPOBAHHS.

[Mpumensiiu Bechl ananmTHyeckue Sartorius TE214SnenumanbHoro kiacca TO4YHO-
cru ¢ npenenom B3BemuBanus 0.1 mr (Sartorius,'epmanus); Becbl 1abOpaToOpHbIE TEX-
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anueckue Ohaus SPU-202 Scout Pro Balarcepenenom B3semmBanus 0.01r (Ohaus
Corporation,CILIA); uentpupyry MPW-260R (MPW Med. InstrumentBlonbma); men-
tpudyry madoparopuas memuruackyo Gupmer OITH-3M (DASTAN, Poccus); ynbrpa-
3BykoByto Oanto [ICB-TACC (BJICUKO, Poccust); mukpomo3zaropsl «Biohit» ¢ mepe-
MeHHbIM 00bemMoM 10-100mki1, 100-1000mki1, 1000-5000mk1 u mipeaenom aomyckae-
MOM MOTPEUTHOCTH U3MepeHus He 6onee + 2%; punbTpel MeMOpaHHbBIE TONMUTETPAPTOPI-
tunenoBbie 0.22MkM, quamerpom 25mm (Corning Incorporated,epmanus).

PeaktuBbl. Mcnonp3oBanu cTaHmapTHBIA oOpaser] HatamuimHa (Sigma-Aldrich,
CHIA) c conepxanuem ocHoBHOTrO BemiecTBa 95%. McXomHbIH CTaHAApPTHBIA PacTBOP
HatamuiuHa (1 Mr/cM®) rOTOBUIIM PAacTBOpEHHEM HABECKM IIPElapara B alleTOHHTPUIIC.
Pabouune pacTBOpHI rOTOBMIM pa30aBICHUEM UCXOIHBIX JIEMOHHPOBAHHOM BojoM (15-18
MOM'CMz, TY 2123-002-00213546-2004)Icrionp30Bain aleTOHUTPHI, H3OMPOITHIO-
Beiii ciupt (Scharlab, S.L.Mcnanus), mypaBsunyto kuciory (Sigma-Aldrich, CIIIA),
dopmuar uHarpus (Fluka,CIIIA).

Unentudukaims u onpenenenue. MaeHTHGUKAINIO HATAMUIIMHA 10 MOJYYCHHBIM
XpoMarorpaMMaM  TPOBOAMJIM C  HCIOJB30BAaHMEM  NPOTPAMMHOTO  MPOIYKTa
«DataAnalysis-4.1», «TargetAnalysis» (Bruker Daltsnl'epmanuist), cocTaBiaeHue Kap-
THHBI M30TOITHOTO pacIpe/elieHuss aHaIMTOB — C HCIONb30BaHHEeM «lsotopePattern»
(Bruker Daltonics]'epmanus). HensBecTHyI0 KOHIIGHTpAIUIO aHaUTa B mpobe (Cx) pac-
CUMTBIBAJIM METOJIOM CTaHIAPTHOM 100aBKH 10 hopmyie:

Cx:CZloﬁ/ [(Sx+z[06/ S()_l] ,
TJIE Coos — KOHIICHTpAIHS 100aBKH B 1pode, HI/T; S, S ops — IIOIIATN TUHKOB MVZ B UC-
CIIEIyeMOM PacTBOpPE M B paCTBOPE € JT00aBKOI aHAJIUTa, COOTBETCTBEHHO.

YcioBus xpoMaTorpaduueckoro pa3aenacHus U aerekrupoBanus. [loaBmkHas dasa
cocrosuia u3 0.1 %+#oii MmypaBbrHOM KucioThl B Boze (A) u 0.1%+Hoit MypaBbUHOU KH-
crotel B aneronutpuiie (B). XpomatorpadupoBanue npoBOIMIN B TPATUESHTOM PEKHME
no cienyromeit cxeme: 0 mun — 5%B, 0.5mun — 5%B, 2 mun — 50%B, 5 mun — 100%
B, 6 mun — 5%B, 8 mun — 5%B. Cxopocts notoka noasmwxknoi ¢aszer 0.4 eMS/mun. On-
TUMalbHas TemnepaTtypa xpomarorpaduueckoir kononku 30 T, o6beM BBOIMMOM Mpo-
661 20 MK

Hcnomnp30Bany 3IeKTPpOPACIbUIMTEIHYIO HOHHU3AIMI0 B ycTpoiicTBe ionBooster
(Bruker Daltonics'epmanus). YCTaHOBICHBI CIEAYIONIHE ONTHMAIbHBIC 3HAYCHUS I1a-
paMeTpoB MOHHM3ALMU. HampspkeHue Ha mute kamwuigpa 400 B, na xamwnsipe 1000B,
JaBJIEHWE ra3a-pacnbuinTens a3ota 4.76 aTM, MOTOK Ta3a-OCyIIUTENs a3oTa 6 I[M3/MI/IH,
Temmeparypa rasa-ocymutens asora 200°C, moTok rasa-ucrmapurens asora 250 am/u,
TeMIiepatypa raza-ucmapureins azora 250°C. J[mama3zoH perucTpupyeMbiXx Macc MOHOB
100-500/1a. {ns kanuOpoBKU MCHOIB30BAIHM pacTBop Gopmuara Hatpust 10 MM B cmecu
Boja-u3omnponanon (1:1)B uarepBaie xpomarorpadupoBanus 7.5-8MuH.

Ipo6omoxroroBka. Buro, cok. B e nentpudyxusie mpobupku emk. 15 cm® o1-
oupamu 1 cM® uccieayeMoro oopasiua, 1o6assuim 4 cM~ IEMOHUPOBAHHOM BOJbI. B ogHy
npobupky BHocwiu 0.5 Hr cranmapTHOro pactBopa HatamuimHa (50 Mk pacTBOpa €
KoHIeHTpanuen 10 HF/CM3). TmarensHO TIepemMennBaiu U GUILTPOBATH B MUKPO(DIaKOH
yepe3 MmeMOpanublid puinbTp 0.22MkM. [TomydeHHBIE pacTBOPHI XpoMaTorpapupoBau.

TBepabie npoayktel. B nerTpudyxuyo npodbupky emk. 15 em® Brocum 1.00 T
TIIATETBHO H3MENBYCHHOrO MPOXYKTa, noOaBmsumi 1.0 cM® JenoHHpOBaHHON BOABI U
4.0 cm® aIleTOHUTPHIIA, BCTPSAXUBAIU B TedeHUe 5 MuH u neHTpudyruposamu npu 2700
00/MuH B Teuenue 5 mun. Oroupanu 1.0 cm® 9KCTpakTa, gobasmsu 1.0 oM JEUOHUPO-
BaHHOW BOJIbI, TIEPEMEIIUBAIA W (UIBTPOBAIA B MHUKPO(DIAKOH uyepe3 MeMOpaHHBII
¢mbTp 0.22MmKM. [TosmyueHHBIH pacTBOp XpoMaTorpadupoBay.
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O6cyxaeHue pe3ynbTaToB

OnTumm3aiums yclIoBUNH XpoMaTorpaguueckoro pasjencHus. Psj mpenBapuTelb-
HBIX HCCIIeIOBaHUI MoKa3ai, yTo HauboJiee MPUeMIIEMO SBIISIeTCS CUCTEMa MOABUKHbBIX
¢a3, cocrosimias u3 pacreopa 0.1%+oit mypaBsuHoit kucnots! B Boje ([P A) u pactso-
pa 0.1%+0it mypaBbprHO# KuciaoThl B arietorutpuie (1P B). Takoit cocras [1® mo3so-
TUT ©30aBUTHCS OT 3HAUUTEIBHBIX MATPUYHBIX TIOMEX, TOOUThCS Hanboliee MPHEeMIIEMO
IJIOUIaIM XpOMaTorpapuueckux MUKOB U ONTHUMAJbHOTO BPEMEHM YyJEp>KUBaHUS OIpe-
JENSEMBIX COEUHECHUM.

YcraHoBieHO, YTO B KadyecTBe MCXoaHOoro cootHouieHus [Id A u B cinenyer uc-
nojb3oBaTh oTHomeHue (95:5). B nanpHeimeM Ui yBeIWYEHUS DIIOMPYIOMICH CHIIBI
[I® nmomro aneronutpuna yBenmuuuBaiu 10 100 %,dro Takke MO3BOJIUIIO CYIIECTBEHHO
COKpATUTh BPEeMsI aHAJIH3a.

TakuM 00pa3oM, ONTUMAaNbHbBIE YCIOBUS TPAJIMEHTHOTO SIIOMPOBAHUS MPHU OIpe-
JeTICHUM HaTaMUIMHA CJIEAYET MPEeACTaBUTh cieayromuM odpazom: O mun — S%IID B,
0.5muH — 5%I1® B, 2 mua — 50%I1® B, 5 mua — 100%I1® B, 6 mus — 5%I10 B, 8
MuH — S%IID B. IIpoomkUTEeNbHOCTh XpOMATOrpapuuecKoro pa3aeeHus cocTaBuia 8
MUH.

Jlnis viccaenoBaHus BIUSHUS TeMIIepaTyphl Oblila IPOBECHA CepHs IKCIIEPUMEHTOB
MIPU 3HAYCHUSIX TeMIlepaTypbl TepMocTara KosloHKH oT 20 10 60°C BKIIOUNTENBHO, C II1a-
rom B 10°C. BepxHuii mpenen BeIOUpanu U3 cooOpaKeHU cTaOMIBHOCTH HETIOABHKHON
(da3el. B pesynbTate OBUIO YCTAaHOBIIEGHO, YTO TUIOMIAAX U (pOpMa MUKOB CYIIECTBEHHBIM
00pa3oM 3aBUCAT OT TeMIieparypbl. Haunmyummii pe3ynpTaT ObUT MOTYYEeH MPHU MPOBEIEC-
HUU XpoMaTtorpaduaeckoro paszaeneHus aHamuToB pu Temneparype 30°C.

Unentudukarus. MneHTUdUKAMIO HATAMHUIIMHA TPOBOAWIN IO TOTYYCHHBIM
XpomarorpaMmam ¢ Hcrojib3oBanueM «TargetAnalysis-1.3.» (Bruker DaltonidSgpma-
HUS), CO3MaHHOM 0a30ii JaHHBIX (Tabn. 1) U WaAeHTHU(PHUKAIMOHHBIM Mpu3HakaM. OOpa-
00TKy Xpomarorpamm Mo o0IIeMy HOHHOMY TOKY M XPOMaTOrpamMM H3BJICYEHHBIX Macc
HMOHOB MPOBOIWIM C Hcmosib3oBanueM «DataAnalysis-4.1» (Bruker DaltonicEepma-
Hust). COCTaBIeHHE KAPTUHBI M30TOIHOIO PACHpEACICHUS aHATUTOB MPOBOIUIN C HUC-
nosis30BanueM «lsotopePattern» (BrukerDaltonid&pmans).

Tabmuua 1. MeTtposiornyeckrue XapakTepUCTUKA METOAUKH OIpe/IeIeHUs] HaTaMHUIIMHA B
MUIIEBBIX POAYKTAX

BpyrTo-hopmyina AITyKT tr, MHUH m/z A, MIH Cyur, HI/T Cy, HI/T
C33H47NO4 5 [M+H] " 3.2 666.3123 0.9 0.1 0.4
C33H47NO4 5 [M+Na]" 3.2 688.2940 0.8 0.1 0.3
C33H47NO4 5 [M+K] ™ 3.2 704.2679 0.8 0.1 0.3

WnentudukaliMOHHBIMU TTapaMeTpaMK CIYKUJIH BpEMEHa YIACPKUBAHUS, TOYHOCTh
Macchl noHa (M/z) u mSgma. Baxubiii mapamerp MIQgMA — COOTBETCTBUE TEOPETUYC-
CKOT'O M30TOIHOTO PACTpeeTICHUs MPAKTHYEeCKOMY. [1OrpeiHOCTh B ONpe/IeieHHH Macce
MOHOB He IpeBbimana +5 ma™ (n =3).

B ycrnoBHsX 351eKTpOpacbUIMTEIbHON HOHU3AIMA HATAMUIIMH 00pa3yeT MpOTOHHU-
poBannyto dopmy [M+H]", a Taxke anaykTsl ¢ menounbiMu Metammamu — [M+NaJ,
[M+K]". Ha puc. 2 npeacraBineHa Macc-XpoMaTorpaMMa CTaHIApTHOTO PacTBOpA HATa-
MUIMHA B ONITUMAJIbHBIX YCIOBHSIX.

B tabs. 1 npuBeeHbl OCHOBHBIC XapaKTEPUCTUKH aIyKTOB HATAMUIIMHA, OIpeie-
JISIEMBIX METOJIOM XpOMaTO-Macc-crieKTpoMeTpuu. ClieyeT OTMETUTD, YTO MOJIOKUTEIb-
HO 3apsDKEHHBIC TPOU3BOIHBIC HATAMHIIMHA UMEIOT OTJIMYHYIO IPYT OT JAPYyra Maccy Ho-
Ha (M/2), uTo MO3BOJISIET M30€XkKaTh ONIMOKY MPH UACHTU(DHUKAIIMA HATAMHUIIMHA. A HaJIH-
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YyHhe MUKOB BCEX NMPOU3BOJIHBIX Ha XpoOMaTorpaMMme MpoObl MO3BOJIAET OJHO3HAYHO CY-
JTUTHh O HAUIMYUHU HATAMHUIIMHA B aHAJIM3UPYEMOM 00pasIle.
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Puc. 2. Macc-xpoMaTtorpamMma aaaykToB Hatamunuaa (a): [M+H]" (a), [M+Na]’
(b), [M+K]" (C) u ux macc-criektp (6).

OmnpezneneHnre HaTaMHMLMHA TPOBOJMWIA METOJOM CTaHIAPTHOW 100aBkU. JlaHHBIH
METOJI UMEET CIIeIyIOIINe MPEHMYIIEeCTBa Mepe] METOAOM BHENIHEro craHmapra (rpa-
JIYMPOBOYHOU XapaKTEPUCTUKH). Bo-TiepBbIX, HET HEOOXOIUMOCTH YCTAHABIHMBAThH CTE-
IICHb M3BJICYCHUS aHAJIMTOB, BO-BTOPBIX, SKOHOMUYHOCTh — TpeOyeTcs MEHbIIE JOpOro-
CTOSIIIIMX CTAHAAPTHBIX O0PA3LOB CpPAaBHEHHS U He TpeOyeTcsl MepHoAnyYecKas MpoBepKa
CTaOMIBHOCTU TPAaAYHPOBOUHBIX XapAKTEPUCTHK, B-TPETHHUX, HOBBIIIACTCS TOYHOCTH OII-
peneneHus 1, B-4eTBEPThIX, HUBEIUPYETCa MaTpuuHbli 3¢ pekT. Ciaenyer OTMETUTH, YTO
MIPUEM OJIHOKPATHOM CTaHJAAPTHOM J00aBKH IEUCTBYET B 00JACTH JTMHEHHOW 3aBUCHMO-
ctu miomaan (BeICOThI) XpoMaTorpaduyeckoro nmuka (miuka MVz) oT KOHIIEHTPAIUU aHa-
auTa. YCTAHOBJIEGHO, YTO JIMHEHHAs 3aBUCHMOCTH Ul pacCMaTpPHBAEMOTO aHAINTA Ha-
omroaercs 10 ¢, 1o 100ur/r.

[Mpenensr oOHApyKeHUS (Cyyy) U TPEAETBI ONMpeaeeHus (C,;) OMpeaesisiii MPH OT-
HolIeHn: curHan/urym paBHoM 3 U 10 ans craHAapTHOTO pacTBOpa aHaIMTOB. [{nana3zox
onpenenseMsix copepskanuii cocraBua 0.5-100ur/t, npenen ooHapyxenus — 0.2Hr/T.

[Ipu BBIOpaHHBIX paHee ONTUMAIBHBIX YCIOBHSX WM3BJICUCHHUS, pa3leieHUs MOIy-
YEHHBIX IKCTPAKTOB W MAaCC-CIIEKTPOMETPUYECKOTO AETCKTHPOBAHMS IPOBENN aHAIN3
HECKOJIBKUX 00pa3loB MpoAyKTOB. B Tabi. 2 mpencraBiieHbl pe3yabTaThl ONpEACICHUs
HaTaMHUIMHA B BUHE, PPYKTOBBIX COKax M chIpe. 3 cemu 00pa3nioB MUIIEBHIX MPOAYKTOB
B OJIHOI mpoOe PppyKTOBOrO HEKTapa, B 0HOW Mpo0e BHHA U OJHOM Mpobde chipa (KOpKO-
BBIi CJTI0M) OOHapy)keH HaTaMHIKUH Ha ypoBHEe 15+3, 18+3u 2314 Hr/r COOTBETCTBEHHO.
B tpex oOpasmax ¢pykToBOro coka HaTaMuIMH He oOHapyxkeH (meHee 0.2 Hr/r). Ilpa-
BIWJIHOCTH BBINTOJIHCHUS aHAIM3a MIPOBEPEHA METOJIOM <«BBEJCHO-HAMICHO» C 100aBKOH
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HaTamuiuHa Ha ypoBHe 50 Hr/r (Tadma. 2). [IpuMepbl HEKOTOPHIX MOTYYEHHBIX XpPOMATO-
rpamM MpHUBEICHBI HA pUC. 3.
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Puc. 3. Macc-XpoMaTorpamMma aayKToB HaTAMHIIMHA B SKCTPAKTE A6I0UHO-
BUHOTpaHOTO HekTapa (o6pazen Ne 2) a: a— [M+H]", b — [M+Na]J’, ¢ — [M+K]"
U MX Macc-crektTp (6).

Tabmuma 2. PesynbraThl ONpeAeicHUs HATaMHIMHA B MHIIEBBIX Mpoaykrax (N=3,
P=0.95)

Haiineno metogom craHgapTHOR
Marpuua no6asku, HI/T (S) P

Bunorpaansiit cok HEe 00HApPY)KEHO
S1067104HO-BUHOTpaIHBINA HEKTAP 15+3 (0.08)

BuHorpaaHbiii HEeKTap He 00HApYKEHO
Bunorpaansiii HekTap (mo6aska 50 Hr/r HaTaMHITHHA) 4917 (0.09)

MyabpTu(hPYKTOBBIH COK He 0OHapy>KeHO

S6nouHBIN COK HEe 00HAPY)KEHO
Buno (Mrtanus) 18+3 (0.12)
Buno (Uranus) (mo6aska 50 Hr/r HaTaMuIMHAa) 6319 (0.09)
Crip (kopka) 2314 (0.07)

3akntoyeHue

B pabote npemioxkena METOIUKA KCIpecC-UACHTU(UKAIIMYA U OTIPE/IeIICHUs HaTa-
MUIIMHA B MHIIEBBIX MPOAYKTaX METOJOM YJIbTPaBBICOKOI(D(DEKTUBHOM KHUIKOCTHOM
Xpomarorpadun/KBaapynoib-BpeMsIPOICTHON MacC-CIICKTPOMETPHH BBICOKOTO paspe-
mienus. J{panasoH ompeaesieMbIX cojepkanuii HaTamuimHa coctaBua 0.5-100 ur/r,
npenen ooHapyxenust — 0.21r/r npu Macce mpoost 1.00r. [[yist olleHKH KOJIMYECTBEHHOTO
COJICp)KaHUsl HATaMHIIMHA B IHIIEBBIX MPOIYKTaX MPEIIOKEHO HCIIOJIB30BaTh METO]T
CTaHIApPTHOW A00aBKH. B cpaBHEHHM C CYIIECTBYIOUIMMH MOIXOJaMH OIPEICICHUS Ha-
TaMUIIMHA B THIIEBBIX MPOAYKTaxX IMpejsiaracMas METOJHWKa OTJIMYAeTCs IKCIPECCHO-
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CTBIO, TIPOCTOM MOATOTOBKOM MP0o0, HE TPEOYIOIIEH MCIOJIB30BAaHUS OOJIBIIIOTO KOJIAYE-
CTBA TOKCUYHBIX PACTBOPUTEIICH UIIU JOPOTOCTOSIIHUX KOHIEHTPUPYIOIIUX ITATPOHOB.
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