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Paspaborana Merouka orpeeseHns OCTATOYHBIX KOIMYECTB YeTBEPTUYHBIX AMMOHUEBBIX COe-
muuenni (YAC) B nuineBbix npogykrax meromom ¥ BOKX/Mace-criekTpoMeTpun BICOKOTO pas-
PpelleHus TocIe BOAHO-aIleTOHUTPUIBHOM SKCTPAKITUH OITPeeIIeMbIXx KOMIIOHEHTOB. AHAIA3Y-
poBasi 00pasIbl MOJIOKA, ChIpa (BEPXHUI KOPKOBBIH CJIOH), IeJIbMEeHed, CBUHUHBI, KOJKU KypU-
bl ¥ TOBKBEro (papia. Beibpanb! ycinoBus xpoMarorpaduaecKoro pas[eieHua CMECH IIATH
YAC, nBe u3 KOTOPBIX IIPEJCTABIAIOT COOO CMeCh TOMOJIOTOB JTHHEUHOro crpoenust. Unenrudu-
raruio YAC mpoBoawiau 10 BpeMeHaM yIep:KUBAHWS, TOYHBIM MAaCCAM HMOHOB W COBIIAJICHFIO
usoTomnHoro pacupenenenus mSigma. Ilpenenst obuapy:xeuns YAC cocrasumu 0,1 — 0,5 Hr/mi,
mpeesbl orpeeseHus — 1 HI/MJI 71T BOAHBIX CTAHJAPTHBIX pacTBOPOB. [luanasoH ompeernse-
wmbix copepskanvii YAC B nuieBbix nmpoaykrax — 1 — 100 ur/r. Bo Bcex mccnemoBaHHbIX 06pas-
max obGHapy:KeHbl ocraroyHbie KoiaudecTBa YAC, 4TO CBHAETENBCTBYET 00 aKTHBHOM KCIIOJIB30-
BaHUU [E3UHQHUIIUPYIONINX CPEJCTB HA WX OCHOBE B MSICHOM M MOJIOYHOH ITPOMBINIIEHHOCTH.
ITpaBUIBPHOCTH METOAWMKH IIPOBEpEHA BBENEHWEM B IHIIEBbIE MPOAYKTHI JOOABKKA HA YPOBHE
10 mr/r ms kaxkmgoro YAC. OTHocHuTeIBHOE CTAHJAPTHOE OTKIOHEHHE Pe3y/IbTaToB aHAIN3a He
npessrmano 0,18, mpogomkurenbHOCT aHanusa cocrasuia 30 — 40 MuH.

KiroueBble cioBa: YeTBEPTUUHBIE AMMOHMEBBIE COEIUHEHUS; IIUIIEBbIe IPOAYKThI; YIbTpa-
BBICOKO3(D(DEKTUBHASA JKHAIKOCTHAS XPOMATOrpadus/KBafpyIIoiab BPEMSIIPOJEeTHAS MAaCC-CIIEK-
TPOMETPHsI BHICOKOTO PA3PeIIeHusl.
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The goal of the study is developing a methodology for determination of the residual amounts of quater-
nary ammonium compounds (QAC) in food products by UHPLC/high-resolution mass spectrometry after
water-acetonitrile extraction of the determined components from the analyzed samples. The identification
and determination of QAC was carried out on an “UltiMate 3000” ultra-high-performance liquid chroma-
tograph (Thermo Scientific, USA) equipped with a “maXis 4G” high-resolution quadrupole-time-of-flight
mass spectrometric detector and an ion spray “ionBooster” source (Bruker Daltonics, Germany). Samples
of milk, cheese (upper cortical layer), dumplings, pork, chicken skin and ground beef were used as working
samples. Optimal conditions are specified for chromatographic separation of the mixture of five QAC, two
of them being a mixture of homologues with a linear structure (including isomeric forms). The identifica-
tion of QAC is carried out by the retention time, exact mass of the ions, and coincidence of the mSigma
isotopic distribution. The limits for QAC detection are 0.1 —0.5 ng/ml, the determination limits are
1 ng/ml for aqueous standard solutions. The determinable content of QAC in food products ranges within
1-100 ng/g. The results of analysis revealed the residual amount of QAC present in all samples, which
confirms data of numerous sources of information about active use of QAC-based disinfectants in the meat
and dairy industry. The correctness of the obtained results is verified by introduction of the additives in
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food products at a level of 10 ng/g for each QAC. The relative standard deviation of the analysis results
does not exceed 0.18. The duration of the analysis is 30 — 40 min.

Keywords: quaternary ammonium compounds; food products; ultra-performance liquid chromatogra-
phy/high resolution quadrupole time-of-flight mass-spectrometry.

Yerpepruunbie ammonuesble coepuuenus (HAC) —
AHTHUCEINITHKN, OKa3bIBAIOIHE IIPOTHBOMUKPOOHOE,
MIPOTUBOrPUOKOBOE W BUPY/IUILIUIHOE AEHCTBHE, KO-
TOPBIE HUCIOIB3YIOT MJIS Ae3HH(EKIINH P KHIIed-
HBIX W KAalleJbHBIX HHMEKIHAX OaKTepHATbHON
arrosiorun. VX mpuMeHsoT s 00es3apakuBaHUs
000pyI0BaHUS W TOCYIbl HA MOJIOYHBIX, KOHCEPB-
HBIX M IMBOBAPEHHBIX 3aBOJAX, HA IMPENIPUITHIX
MSICO- ¥ pbIOOITepepabaThIBaIOIEei OTPACIH, HA XJIe-
OoIeKapHOM, KOHIUTEPCKOM M MaCJI0-;KHPOBOM IIPO-
M3BOMCTBE W IPEANPUATUIX OOIIECTBEHHOIO ITHTa-
uus [1]. Tak, vanpumep, mad gesuH@eERIHA 060py-
JIOBAHUS B MOJIOYHOM ITPOMBIILIEHHOCTH HCIIOIb3Y-
0T XJIOPU, AJKUITUMEeTHIOeH3nIaMMOoHus (OeHsa-
rkouwus xnopun, AIMBA, BAK), xmopuz arkmignme-
tun(sruwinbensun)ammonud (AJIIMOBA), xmopun mgu-
nenmwigumerwaamymonns ([IJ[JIMA) B mpemaparax
«Jlesadperr», «Xumurer ¥Yuusepcain-lles» [2]. B me-
JIAX yBEJIUYEHUs OHUOJOTHYECKOM CTOMKOCTH ITHBa
¥ HAIIUTKOB HA IPEIIPUATHUIX MPOBOAAT MOHKY U
ne3sruH(EeKInI0 000PyI0BAHMS, KOMMYHUKAITWH 1 I10-
MEILIEHHH C UCII0Jb30BAHNEM JETEPreHTOB Ha OCHO-
Be YAC (BAK u AIMOSBA B coorHomennn 1:1)
[3]. IIpenaparsr «Cekyp», «Cekypoi», comep:xarime
xmopun nerunnupuauausg (IIII), ucmonssyior amisa
06paboTKH TYIIEK Kyp Hepel WX 3aMOPaKHBAHHEM
[4], a Taxxe musa o6paboTKM OBOIIEH U PPYKTOB [5].

Ocrarounbie konuuectsa YAC B IHUINEBBIX HIPO-
IYKTax U 00BbeKTaX OKPYIKAIIeH cpefibl B HACTOSI-
1ee BpeMs OIPEeNessai0T MEeTOIO0M XPOMAaTO-Mace-
criektpometpuu [6 — 15]. Tak, mpeamo:xeHbl MeTO-
mukn ompenenenns YAC (BAK, momenmiatrpume-
tunammonus, J[J[JIMA, 6eH39TOHUA) B MPOIYKTAX
MMUTAHUA C WCII0JIb30BAHUEM METO/a BHICOKOd(dek-
THUBHOH KHUJKOCTHON XpOMATOTPaUu C Macc-CIIeK-
TpoMeTpUIecKuM nerextupoBanueMm [6 — 10]. lau-
HBI METOJ aHA/IK3a He TpeOdyeT INIyOOKOH OYHMCTKHU
SKCTPaAKTOB U3 OBOIIEH, (DPYKTOB U MOJOYHOH IIPO-
IYKIIAH, IIO9TOMY JIETKO COBMECTHM C TaKHUM 3KC-
MPEecCHbIM  CIOCOO0M  IPOOOIIOATOTOBKM, KAk
QuEChERS [6, 8 — 10]. OgHako mis yMeHbBIIEHHS
BJIMSHUSA COILyTCTBYIOIIIUX KOMIIOHEHTOB IIPOOBI HA
IIPOIIECC BIEKTPOPACILIINTEIbHON HOHU3AIINN aHa-
JIUTOB IIPU IIPOOOIIOATOTOBKE YKCTPAKTOB CIIOMKHBIX
MaTpull (CBUHUHA, TOBLKbA MeYeHb, T0JI0KO, IIIIIH-
HaT, pUC ¥ OeJIbIN caxap) HUCIOIb3YIOT METO] TBEp-
nmocasuoi srcrpakmuu (TPI) [7]. B npencrasien-
HBIX paboTax paccMOTPeH AOBOJLHO Y3KHMH muara-
30H HIEHTH(QUIHPYyeMbIXx H ompeznesiaseMmbix JAC.
SHAYUTEIBHOE MECTO II0 YHCILy OIpeme/IeHUu 3aHu-
maet BAK (C,, Cy9, Cyi4, Ci6, Cyig), 9TO 00yCIOBIEHO

€ro MIMPOKUM PACIPOCTPAHEHUEM B PA3JIMYHBIX 06-
JIACTSAX IMPOMBINIIEHHOCTH. B cuiy MHOroo6pasus
CHHTE3MPOBAHHBIX Ha ceromHamuuil nqeHb YAC (u
IperapaToB HA X OCHOBE) IPEIOKEeHHbBIE METOIH-
KU He MO3BOJISIOT UIEHTU(UIIMPOBATH BECh CIEKTP
TIOTEHITHATIFHO OTACHBIX KOHTAMHUHAHTOB aHTHUOAK-
TePUATBHOTO JelcTBHUsA. B uacTHOCTH, OHU HeIpuUMe-
HUMBI A4 onpenenenus L[I1, koropslii B HacTosEE
BpeMs aKTUBHO HCIIOJB3YIOT B ITHINEBOU ITPOMBIIII-
seHHOCTH. J[71A BTOM 1EeMH OOBIYHO HCIIOIB3YIOT
meron BIOKX ¢ YP-merexrupoBanmem [4, 5, 16].
Meroauka ompenereHHs OCTATOYHBIX KOJTHYECTB
[IT B Tymkax Kyp mociae ux obpaborku [4] BEiO-
YaeT u3BJIEYEHHE aHAJIHUTA PACTBOPOM BTHUIIOBOTO
crmpra (95 % 06.), pasgeneHue Ha MOTH(PUITAPO-
BaHHOM nuaHo-rpymnaMu Kosouke (Alltima cyano,
250 X 4,0 MM, 5 MKM) C UCIIOJIb30BAHHEM B KaUeCTBe
noABMKHOM (hasdwl cmecu Metanoa — 0,008 M pac-
TBOp IEHTATUApPaTa THPOKCHAA TeTPaMeTHIaMMO-
uus B 0,14 M ykcycuoii kucmore (37:63, pH = 3,6) u
IeTeKTUpOBaHue Ha aauHe BoJHBI 260 HM. B Kaue-
CTBe BHYTPEHHETO CTaHJApTa IPUMEHSIN XJIOPUT
momenuanupuanaud. JluamnasoH onpeneaseMbIx Co-
nep:xanuit cocrasuia 3 — 200 MKr/Mit (B 3TaHOIBHOM
SKCTpaKTe).

Ins onpenenenus III1 B mpexsapuTenbHo obpa-
O6oTaHHBIX UM A0/I0Kax [5] aHATUT BKCTpArHpoOBaIN
pacrBopom stmiioBoro crmpra (95 % 06.), o4mCTKY
9KCTPAKTa M KOHIIEHTPHUPOBAHKE IIPOOBI OCYIIECTB-
asmu metogoM T®D Ha moHOOOMEHHOM copOemTe
Bond Elut mpu wucmonb3oBanuu B KadyecTBe BHY-
TPEHHEro CTAHAAPTA XJIOPHAA CTEAPWITHPUIAHUA.
Pasnenenne u merexTupoBaHue MPOBOIUIN AHAIIO-
THYHO OIHMCAHHBIM BBIIIE (00BEMHOE COOTHOIIIEHUE
Oydepublii pacTrBOop:MeTaHoJ cocraBiasaio 29:71).
IIpenen ompenenenuns cocrasun 0,5 Mxr/mia (B ara-
HOJIBHOM DKCTPAKTe).

Ha mopmo6mOoM mnpwuHIfMIIE OCHOBaHA METOXHKA
onpenenenusa LI B Msce Kyp u mpoayKTax ero mepe-
paborku [16]. [ usBIedYeHns aHaAIUTA UCIIOIb30-
Banmu pactBop aTuiaoBoro cuupra (95 % 00.), 3aTem
SKCTPaKT YIIAPHUBAIH, a CYXOH OCTATOK PAaCTBOPSIH
B areronutpuie. 11 00e3:KUPUBAHUA SKCTPAKTA
WCIIOTB30BANIA  JKUJIKOCTHO-’KUKOCTHYIO 3KCTPaK-
nuio rekcanoMm. Pasmenmenue mpoBOAMaAM HA KOJOH-
Ke, B3allOIHeHHOH IIOJUCTHPOJI-TUBHHUIOEH30Ib-
HbiM copberTom (PLRP-S, 250 X 4,0 MM, 5 MEM).
B kauecTBe momBHKHOM (ha3hl UCIOIB30BAIH CMECH
arreroruTpus — 0,1 %-HbIl pacTBOp TPUPTOPYKCYC-
Hoit kucaoThI (80:20). [lnamason onpeaenseMbIx Co-
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mep:xanuit — 0,08 — 5 MI/Kr mpu Mmacce HaBeCKH
po6sr 10 r.

HemocraTkoM mog06HBIX METOIUK SBJISIOTCS HC-
MOJIb30BAHNE CIIeIIUATU3UPOBAHHBIX KOJOHOK IIPH
OTIpeJIeJIEHHOM COCTaBE IOJABHIKHON (Pa3hbl, MHOTO-
CTAIUIHOCTh JTalla IOATOTOBKH MPOoObI (Miau uc-
MTOb30BAHKME OOJBIIOr0 KOJHYECTBA PACTBOPHUTE-
neit). Kpome Toro, B ykasamHbIxX paboTax He OIeHH-
JIX BIIMAHUE KOMIIOHEHTOB MAaTPHUITbI HA Pe3yJ/J1bTaTbl
aHaIMu3a.

Ilogo0HBIX HEZOCTATKOB MOMKHO H30€:KaTh IIPU
WCIIOIb30BAHUH METO/a YJIbTPaBBICOKO3((EeKTHR-
HOM JKMIKOCTHOM XpoMarorpaduu ¢ Mace-CIeKTPO-
MEeTPHUYECKUM JeTeKTHpOBaHueM. B artom ciydae
rmapaMerpamMy HIEHTH(DUKALINN aHAIUTA SBJISIOTCS
BpeMs yIep:KHBAHUs, TOYHAS MOHOM30TOITHAS Macca
voHa (m/z) W COBHAJEHWE H30TOIIHOIO pPacIpese-
neHus mSigma, 4YTO 3HAYUTEIBHO YBEIUIUBAET
IIOCTOBEPHOCTD PE3yJIbTATOB.

[ens ngaunOil paboThl cocrosia B paspaboTke
METOIUKH OIIPEIEeJeHUsI OCTATOYHBIX KOJUIECTB
YAC B mwmmeBbIx mpogykrax meromom ¥ BOMKX/
MacC-CIIeKTPOMETPHH BBHICOKOTO Pa3peIleHus.

JKCIIEPHUMEHTAIBLHAA 9aCTh

Annapamypa. B pabore ucrnomb3oBaau yabTpa-
BBICOKOO(P(PEeKTHUBHBIA KHIKOCTHOM Xpomarorpad
UltiMate 3000 (Thermo Scientific, CIIIA), ocua-
[IEHHBIH KBaAPYIIOIb-BPEMAIPOIETHLIM MACC-CIIEK-
TPOMETPUYIECKUM JIETeKTOPOM BBICOKOTO paspelre-
uua maXis 4G. B xauecTBe HCTOYHHEKA BIEKTPO-
pacnbLINTeIbHON WOHU3AlUU IIPUMEHANIU YCTPOU-
ctBo ionBooster (Bruker Daltonics, I'epmanwus).
Ins xpomarorpadmyeckoro pasmeieHus HCIIOJb-
soBamu ¥BOKX-rkomouxky ACQUITY UPLC® BEH
C18 (30 x 2,1 mm, 1,7 mm) (Waters, CIITA) u rpa-
IUEHTHBIN PEKUM DIIIOUPOBAHUS.

B pa6ore mupumeHsnu aHATUTHYECKHE BECHI
Pioneer PA 214C cnenuanabHOro Kji1acca TOYHOCTH C
npemeaom BapemuBanud 0,1 mr (Ohaus Corpora-
tion, USA), nabopaTopHyi0 HACTOJIbHYIO IIEHTPUQY-
ry MPW-260R (MPW Med. Instruments, ITonsima),
mosaropbl Proline Biohit omHokananbHBIE MexaHU-
yeckue nepemenHoro oobema 10— 100 mxm, 100 -
1000 mxm, 1000 — 5000 mxn (Biohit, ®unnanmus),
MTOJIUTETPAPTOPITUIEHOBbIE MeMOpaHHbIE (DUIh-
Tper 25 MM ¢ gmamerpom 1mop 0,20 mem (Corning
Incorporated, I'epmanms).

Peaxmuewvt. HcnonbsoBanmu crangapTHbie 00-
pasisl xJIopuga U OpoMuga MeTUITPUMEeTHIaAMMO-
ausg (L{TA), xmopuma amKuIgMMeTHIOEH3MIaMMO-
Hus (OEH3AIKOHUS), XJI0PUIA ATKAITAMETHII(ITHII-
OEHBWI)aMMOHUSA, XJIOPUAA AUAEIMIIAMETHIAMMO-
aua (99 — 100 %, Sigma-Aldrich, CIITA). Ucxomubre
CTaHJIAPTHBIE PACTBOPHI C KOHIIEHTparmei 1 mr/mi
TFOTOBHJIM PACTBOPEHHEM TOYHON HABECKH IIperapa-
Ta B MeraHoyie. Paboure pacTBOpPBHI TOTOBUIN Pas-

0aBiIeHHEM HCXOMHBIX IEMOHW3UPOBAHHOH BOMOM
(e meree 18 MOwm - em, OCT 11 029.003-80). IIpu-
mensau Meramon (Fisher Scientific UK, Benwuxko-
OpuTaHUA), ANETOHUTPWUI, HU3OMPOIMHIOBBIA CIHPT
(Scharlab, S. L., Mcniauwust), MypaBbHHYIO KHCIOTY H
dopmuar marpus (Sigma-Aldrich, CIITA).
Hoenmugurayus u onpedenenue wemaepmut-
HbIX amMMOHuesblx coedurernull. 1lo momyueHHBIM
XpoMaTorpaMMaM — IPOBOAWIM  HUIEHTU(DUKAIIHIO
YAC ¢ ucnons30BaHueM IPOrpaMMHOro makera Tar-
getAnalysis-1.3 (Bruker Daltonics, 'epmanus). O6-
PpaboTKy XpoMaTorpaMM 1o 0011eMy HOHHOMY TOKY U
XpOMaTOTPaMM H3BJIEYEHHBIX MAaCC WOHOB OCyIIe-
CTBJISLIA C WCIIOJIb30BAHUEM MTPOTPAMMHOTO TIPOYK-
ta DataAnalysis-4.1 (Bruker Daltonics, I'epmanus).
KapTumy wu30TOMHOrO pacrpesieeHus ompeese-
MBIX KOMIIOHEHTOB COCTABJISIN C WCIIOJh30BAHHEM
mporpammuoro makera IsotopePattern (Bruker Dal-
tonics, 'epmanusa). HeusBecTHyo KOHIIEHTPAIIUIO
aHamuTa B mpobe (c,) pacCIUTHIBAIN METOIOM CTaH-
JapTHOM 106aBKHU IO ciaeaylolei gopmyiie:

C
00
c, = A

* Sx+;[06/Sx_1,

TTie C . — KOHIIEHTparus H00aBKH B IIpobe, HI/MII
(mr/r); S, S, 4106 — MIOLMIANK ITHKOB M/2 B UCCIENY-
eMOM pacTBOpPE W B PAcTBOpe C J00aBKOM aHaIuTa
COOTBETCTBEHHO.

Ycnosus xpomamozpaguneckozo pasdenenus u
demexmuposanus. Hcmombdyemass — MOABH:KHAA
dasa cocrosina us 0,1 %-HOro pacTeopa MypaBbHHOMH
KHCJIOTHI B aenoHusupoBanHoi Bome (A) u 0,1 %-
HOTO pacTBOpA MyPaBbHUHOM KHCJIOTHI B alleTOHUTPH-
ae (B). OcymiecTBiusiy rpagreHTHOE 3II0UPOBAHNE
o cienyiorei cxeme: 0 mua — 5 % B; 0,5 mun —
5% B; 2vMmua — 50% B; 5mur — 100 % b;
6 mua — 5 % B; 8 Mmun — 5 % B. CropocTs moroka
MOMBIKHOM (paswl cocraBisna 0,4 MJI/MUH, ONTH-
MalbHAA TeMIlepaTypa XpoMaTorpa)udecKor Ko-
mouku — 50 °C, 06bemM BBOZUMOM P06k — 50 MET,
TeMmmeparypa Tepmocrara aBrocamiuiepa — 10 °C.

ONIEKTPOPACHBLIUTENBHYI0 HOHU3AIAI0 OCYIIle-
creianu B ycrpoiictBe ionBooster (Bruker Dalto-
nics, I'epmanwus) mnpu clegywoOIUX BbIOPAHHBIX
YCIOBHUAX: JaBlieHUE rasa-pacubuiutess (aszora) —
4,76 atM, TIIOTOK rasa-ocymuresns (asora) —
6 j1/muH, TOTOK rasa-ucnapureis (asora) — 250 /g,
Temmeparypa rasza-ocymmurens — 200 °C, remmepa-
Typa rasa-ucnapurens — 250 °C, nanps:xeHve Ha
mute Kammnapa — 400 B, manpsixenne Ha Kamwi-
nsipe — 1000 B.

IIpoBogunu perucrparuio MOHOB B [HUAIIa30HE
suauenuit m/z or 100 go 500. Iaa KaruGpoOBKHU ¥C-
nob3oBamu 10 MM pacrBop dopmuara HaTpus B
cMmecu Bopa:msomponmioBbii coupt (1:1). Mace-
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: | Han”CHa ‘ﬁlj?:HZ(CHE)HCHE OO6cy:xxneHue pesyabrTaToOB
EH2(CH2)14CH3 CHy(CHg)14CHg™"CHg g% Ocobennocru ompenenenns YAC wmeromom
o)) @) 3 YBOKX/MC 06ycmoBieHbI UX XUMHUYECKOH IPUPO-
cHy CHa(CHa)sCH o (puc. 1) u ocobenHocTsIMH moaydenwus. Vcmors-
/@/EQGH&GHE)"CHS HaG-N-CHa(CHa)sCH 3yeMble B IIPOMBIIIJIEHHOCTH AHTUCEIITUIECKHE IIpe-
’ CHa rmaparhbl, KAk IIPABUJIO, COAEPIKAT MO0 KOMOMHAITHIO

H3CH3:C

4) (5)

Puc. 1. CrpykrypHble opmynsl nertunnupuauaua (1), me-
THITPUMETHIIAMMOHUA (2), AIKWIIAMETHI0€H3UIaAMMOHMS
(3), ankmmauMeTHI(9THIOEH3MI)aMMOHMUA (4), ITHIEIIHIIH-
MeTHmIaMMOHuA (5)

Fig. 1. Structural formulae of cetylpyridinium (1), cetyltri-
methylammonium (2), alkyldimethylbenzylammonium (3),
alkyldimethyl(ethylbenzyl)ammonium (4), didecyldimethyl-
ammonium (5)

CIIEKTP KaJauOpaHTa PEerucTpUpOBaN B HHTEpPBAJE
BpemMeH xpomarorpacguposanusd ot 9,5 10 10 MmuH.

IIpobonodzomosra. B nenrpudy:xuyo mpodup-
Ky obbemom 15 mur BHOcuiam 1,00 r TIimarenbHO HU3-
MEJIbYEHHOTO (IIepeMeIIaHHoro) IIPOAyKTa, H00as-
manu 1,0 M JenoHu3upoBaHHOM BoAbI 1 4,0 M atie-
Touurpmwia (5,0 M ameTOHUTPUIA A MOJIOKA U
MOJIOYHBIX MPOAYKTOB), BCTPAXHUBAIU B TEUEHUE
5 mun u nentpudgyruposanu mpu 2700 mur! B Te-
yeune 5 muu. Oréupanu 1,0 M skcTparra, qobas-
sanu 1,0 MJI 1emOHU3UPOBAHHON BOJBI, IIepeMelIi-
BaIu U (PUIABTPOBATH B MUKPOQIAKOH Uepe3 MeM-
6paunsrii puastp 0,20 Mmem. [Tomyuenusrit pacTBop
XpoMaTrorpadupoBaIm.
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HHATEeHCHBHOCTD, OTH. €]l.
HHTEeHCHBHOCTD, OTH. €]l.
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HECKOJIBKUX AKTHUBHBIX KOMIIOHEHTOB B Pa3JIUYIHOM
COOTHOIIIEHNH, JTUO0 TOMOJIOTH, JIUOO JEeHCTBYIOIIee
BEIlECTBO B COYETAHHUHU C IOOOYHBIMH IMPOAYKTAMHU
CHHTEe3a WIH JecTPyKIuu (0OBIMHO B IIpemeiax ro-
Mosorudeckoro psna). Ilosromy ompenenenue YAC
3a4aCTyI0 CBONUTCS HE K IIOMCKYy KOHKPETHOTO aHa-
JIUTa Cpeau paaa IIOTeHIIHUAJIBbHBIX KOHTaAMHUHAHTOB,
a K uIeHTU(UKAIMN W OIEHKE COJIEpPIKAHWSI He-
CKOJIbKHUX (4ACTO POACTBEHHBIX) COCMUHEHHUH,

Ilanuas ocobeHHOCTDH 00yCIaBIuBaeT BHIOOD mHa-
paMeTpoB XpoMaTOrpaUUecKoil CHCTEMBL: YCIOBHUA
OJLKHBI OBITh MIPUEMJIEMBI /I UAEHTU(UKAIINN U
onpenenenud YAC pa3HBIX TOMOJIOTHYECKUX PAMNOB,
MPUCYTCTBYE KOTOPHIX B MHUIIEBOH MPOAYKIMH IIO-
TeHIIHAJIbHO BO3MOkHO. [IpoBeneHme rpaguneHTHOTO
SIIOMPOBAHUA B COOTBETCTBHUHU C IPOTPAMMOH, OITH-
CAHHOH B «JKCIEPUMEHTAIHHOM YACTH», TI03BOIUIIO
MIOJTHOCTBIO Pa3eTUTh TOMOJIOTH YKa3aHHBIX TPYIII
YAC: ueTuInupuANHASL, ETHITPAMETHIAMMOHUS,

ATKAITAMETHI0CH3MIaAMMOHMUS, ATKUIIUMETHII-
(>THNOCH3WI)aMMOHUA W JULCIIWISAMETHIaM-
MOHUSI.

Ha puc. 2, 3 npencraBieHbI Macc-XpoMaTorpam-
mbl AJIMBA u AJIMOBA. Kak crnemyer us pucys-
KOB, [aHHBbIEe IIpernapaTrbl IPeACTaBIAIOT CO60H

Bpems, MEH

4.0

45 5.0 55

Bpems, Mua

6.0 6.5

Puc. 2. Macc-xpomarorpammst ankungumerunbensunammonus [CoH;CH,N(CH;),C H,, ,,1*,n = 6, 8, 10, 11, 13, 15, 16, 18 (a);

n =12, 14 (6)

Fig. 2. Mass chromatograms of alkyldimethylbenzylammonium [C;H,CH,N(CH,),C,H,,,,1*, n = 6, 8, 10, 11, 13, 15, 16, 18

(a);n =12, 14 (b)
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Puc. 3. Macc-xpomarorpammsl ankunaumeTun(stundensun)ammonus [(C,H;)CeH,CH,N(CH;),C, Hy, ,;17, n = 10, 12, 14, 16,

17, 18,19 (a); n = 11, 13, 15 (6)

Fig. 3. Mass chromatograms of alkyldimethyl(ethylbenzyl)ammonium [(C,H;)C;H,CH,N(CH;),C, H,, 1%, n = 10, 12, 14, 16,

17, 18,19 (a); n = 11, 13, 15 (b)

CMeCh TOMOJIOTOB C [JIMHOU YIJIE€BOJOPOLHOIO PaIH-
kana ot Cg 1o Ci9. AIIMBA comepsxut MakcuMaib-
HOE KOJIMYEeCTBO coenvwHeHHH ¢ paxuranamu Cy u
Ci4, AIMOBA — C,4, Ci5 u C;5. BonpmmacTBO TO-
MOJIOTOB TIPEJCTABIAIT CO00M CMeCh H30MEPHBIX

hopM, yacTUUHO pas3aeIeHHbIX B JAHHBIX YCIOBHUAX
xpomarorpadgupoBanusi. OcobeHHO 3TO XapaKTEPHO
s AIIMBA Cy; u Cys, mma AIIMOBA C,,, Cis, Cys,
Ci4, Ci5 u Cy;. Bpemena ynep:xuBaHUA TOMOJIOTOB
JIMHEWHO BO3PAaCTaiOT C yBeJIWYEeHWeM JIUHbBI yIie-

Ta6auma 1. Ananurnyeckne xapakrepuctuku YAC, onpenensembie merogom ¥ BOKX/Mace-criekTpoMeTpuuy BHICOKOTO paspe-

IIeHHUT

Table 1. The analytical characteristics of QAC determined by UHPLC/high-resolution mass spectrometry

YAC Hon n tp, MUH mlz A, ppm
Herunnupuauamit [C¢H5sNCH;51* — 5,7 304,2999 2
LeruntpuMeTunaMMOHII [Ci6Hg3(CH;5)sN]+ — 5,8 284,3312 3
AnkunauMeTnn6eH3nIaMMOHIH [CcH;CH,N(CH;),C, Hy,, ,11* 6 3,9 220,2060 2
8 4,5 248,2373 3
10 4,9 276,2686 1
11 5,1 290,2842 2
12 5,3 304,2999 3
14 5,7 332,3312 4
15 5,9 346,3468 3
16 6,1 360,3625 3
18 6,4 388,3940 2
Ankunguvmernn(atunbensun)ammonnit  [(C,Hy)CH,CH,N(CH;),C, Hy, ,11* 10 5,2 290,2842 2
11 5,3 304,2999 3
12 5,4 318,3155 4
14 5,8 346,3468 3
16 6,1 374,3781 2
18 6,4 402,4094 4
JunenunguMeTHIaMMOHUH [(CyoHy1)oN(CHy)ol* — 5,9 326,3781 3
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Puc. 4. Kapruus nsoronHoro pacuiernenus katuoHa 6ersankonns (C,,): crenepupoBanHas mporpammoit «IsotopePattern» (a)

¥ 9KCIIePUMEHTATBHO HoIydeHHasa (6)

Fig. 4. The pattern of isotopic cleavage of the benzalkonium cation (C,,) generated by an “IsotopePattern” program (a) and

obtained experimentally (b)

Bomopoauoro paxaukana: auaa AIIMBA ¢ = 0,197 +
+ 3,02 (R? = 0,9972), nna AJIMOBA t; = 0,16n +
+ 3,60 (R? = 0,9933).

Hoenmugurayus. UnenTuUKaimOHHBIMEA 1A~
paMerpaMu  CIAYXKWJIHA BpEMEHA  yAep:KUBaHUS
(£0,1 mun) (Tabm. 1), TOYHOCTH MOHOM3OTOITHOM
Macchl woHa (m/z) (£5 ppm) u 3HaueHUe mapaMerpa
mSigma (<20), xapaKTepHU3yIOIIEero COOTBETCTBUE
TEOPETUYECKOTO HM30TOIMHOTO PACIpPEEIEeHUI IIOJLy-
YeHHOMY 3KcnepMeHTanbHO (puc. 4). Ilorpemraocts
B OIIpeJeJIeHIH MAcC HOHOB He IIpeBhImana +4 ppm
(n =3).

Onpedenenue. Ilpenenbl oOHAPYKEHUA U OIpe-
JeJeHUuA PACCUNTHIBAIN IPH OTHOIIEHUU CHUTHAJ/

uryM, paBHOM 3 u 10, nd cTaHZApPTHBIX PACTBOPOB
coorBercrBeHHo. IIpemensr obuapysxenus YHAC co-
crasuau 0,1 — 0,5 Hr/mi, npenenbl ONpPeaeIeHusT —
1 Hr/MJ 1719 BOMHBIX CTAHIAPTHBIX PacTBOPOB. Jlua-
masoH ompenenseMbix copepskanuit HAC B muie-
BBIX Impoaykrax — 1 — 100 HI/T.

B r1abn. 2 mpepcraBieHbI pes3ynbTAThI OIEHKH
MPaBWJIBHOCTH W BOCIIPOM3BOAMMOCTH IIpejiarae-
MO METOIWKK aHain3a 00pasIioB IUIINEBBIX IIPO-
nykToB. IIpaBunsHOCTS MpOBEpeHA IIPK BBEIEHUH B
ruiesbie mpoayKThl 10 uHr/r YAC. OrHocuTenbHAas
TIOTPeNIHOCTh aHanu3a He mpeBwimana 10 %. dna
KOJTMYECTBEHHOTO aHAIN3a WCIOJIb30BaIH CI0CO0
crargaptHoi mob6asku [17]. B cayuae AJIMOBA u

Ta6auma 2. Pesynsrars onpenenenus YAC B numessx npogykrax (n = 3, P = 0,95)
Table 2. The results of QAC determination of in food products (n = 3, P = 0.95)

Breneno Haiineno, ur/r (s,)
IIponyxr /e ’
LIII LITA IITMA AIIMBBA AJIMBA

Moumoko — — — 3,0 = 0,2 (0,10) — <1,0

10 13,0 £ 0,6 (0,09) 11,0 = 0,2 (0,06) 12,0 + 0,1 (0,08) 14,0 = 0,8 (0,12) 15,0 = 0,9 (0,14)
Coip (BepxHuUi — — — 15 £ 2(0,11) 4,0 = 0,7 (0,12) 80 =9 (0,13)
cinoi) 10 11,0 £ 0,7 (0,11) 10,6 £ 0,2 (0,07) 22 +6(0,12) 150=0,8(0,12) 95+ 9(0,15)
ITenpmenu — — 5,6 = 0,5 (0,09) — — 10 = 3 (0,14)

10 12,0 £ 0,8 (0,12) 16 + 2(0,12) 12+2(0,11) 12,0+ 0,8(0,13) 25 +9(0,15)
CeuHuHA — — — 55 +4(0,11) 14,0 £0,7(0,13) 60 = 9(0,18)

10 11,0 £ 0,9 (0,11) 10,3 +0,4(0,07) 72+7(0,12) 25,009 (0,12) 75+ 8(0,15)
Kosxa — 32 +61(0,12) — — — —
KyPHIIEI 10 43 £5(0,11) 11,0 £ 0,2 (0,06) 12,0 =0,1(0,08) 13,0 +0,8(0,12) 11 + 3(0,16)
Papim — — — 25 + 2(0,11) 41 +7(0,12) 55 + 8 (0,14)
TOBSKHUE 10 11,0 £ 0,6 (0,11) 10,6 + 0,4 (0,07) 32 = 6 (0,13) 55 + 8 (0,13) 65 = 9 (0,15)
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Puc. 5. Macc-xpoMaTorpaMMbI 9KCTPAKTOB M3 Msca CBUHUHEI (@) U cbIpa (BepXHUU/KOPKOBEIH cnoii) (6): I — AIIMBA C;,, 2 —
AIIMSBA C,,, 3 — LITA, 4 — AIIMBA C,;, 5 — AIIMBA C,4, 6 — AIIMOBA C,g, 7 — AIMBA C,5, 8 — AIIMBA C;;, 9 —
AIIMSBA Cy,, 10 — IO OMA, 11 — AIIMBA C;, 12 — AIIMOBA C,

Fig. 5. Mass chromatogram of the extracts obtained from pork meat (a) and cheese (top/cortical layer) (b): I — ADMBA C;;,
2 — ADMEBA C,,, 3 — CTA, 4 — ADMBA C,;, 5— ADMBA C,4, 6 — ADMBA C,5, 7 — ADMBA C,3, 8 — ADMBA C,;, 9 —
ADMEBA C,4, 10 — DDDMA, 11 — ADMBA C,;, 12 — ADMEBA C,,

AJIMBA omnpepenenvie MpoOBOAMIN IIyTeM CyMMHPO-
BaHUA IIOMAIEH BCEX 3aPETUCTPUPOBAHHBIX MHKOB
rOMOJIOTOB, IIOCKOJIbKY TOMOJIOTH COIEpP:KaT H30Me-
PBI, ¥ MKW HA MAcC-XpOMaTOrpaMMax COOTBETCTBY-
0T HapasaeleHHbIM u30MepHbIM opmam. Bo Bcex
MIPOAHAJIU3UPOBAHHBIX MP0o0ax ObLIM O0HAPYKEHBI
YAC, uTo cBHIETENILCTBYET 00 AKTUBHOM HCIIOJIB30-
BaHWHU [e3UH(MUIMPYIOIINUX CPEACTE HA UX OCHOBE B
MOJIOYHOW MPOMBINIJIEHHOCTH U HA TPEIIPUATHIX
MsAcomepepabarsiBaoiei orpaciu. B mpobe Koxu
KypuIiisl 6611 06Hapy:xer onwu anaxut (I{I1), B mpo-
bax mosoka u membMenedr — masa (J[JIJIMA/IITA
u AIIMBA), B mpobax cwipa (BEpXHHUI/KOPKOBBIH
CJIOl), CBUHHUHBI W TOBIKbETO hapiia — TpU
(IIOOMA, AIMOBA u AJIMBA). B GonbiiuHcTBE
npob6 6b11 o6Hapy:keH AJIMBA (BAK) (8 mpo6e mo-
JIOKA — HHKe IIpejesia ompejaeseHus). B Kauecrse
puMepa Ha PHUC. 5 MPeACTaBIEHBI MAaCC-XpPOMAaTo-
rpaMMbl 9KCTPAKTOB U3 CBUHUHBI M ChIPA. ¥ CTAHOB-
JIEHO, YTO OTHOCHUTEJIbHOE CTaHJAPTHOE OTKJIOHEHHE
(s,) me mpessimaer 0,18. [IpogomxurensHOCTL aHA-
nu3sa cocraBageT 30 — 40 muH.

3akJIroueHue

Takum obpasoM, HpemyioKeHa METOIHMKA OIpe-
IIeJIeHUST OCTATOUYHBIX KOJIMYECTB YeTBEPTHIHBIX aM-
MOHHEBBIX COQUHEHHUN (IeTHINUPUIUHUA, I[eTHI-
TPUMETHIAMMOHHUS, AJTKUITUMETHI0SH3UIaMMOH M
(beH3aTKOHHUA), ATKHIIUMETHI(3THI0E€H3I)aMMO-
HUSA, TAISIWIAUMETHIAMMOHHKA) B MPOAYKTAX IIH-

TaHusa (MOJIOKO ¥ MOJIOUHBIE IIPOAYKTHI, MACO U MsC-
Hble TPOAYKTHI) Meromom ¥ BIAMKX/mace-cmerTpo-
MeTpuu BBICOKOTO paspelieHud mocie
BOIHO-AIIETOHUTPUIBHON SKCTPAKIIMU OIpeessie-
MBIX KOMIIOHEHTOB W3 aHAJIU3UPyeMbIX mpob. BbI-
OpaHbl yCI0BUA XpoMaTOrpad)MpPOBaHUI U OMUCAHBI
0COOEHHOCTH HICHTU(PUKAIMHA TIOJYIYEHHBIX IaH-
HBIX JJI TOMOJIOTUYECKHX PANOB AIKHIIUMETHII-
OersminamMMouusd (0EH3AIKOHWSI) U AJTKHIIAME-
TUua(3TUI0EH3UI)aMMOHUA. B oTiImUBe OT MEeTONUK
[6 — 15], paspaboTanHas METOHUKA ITO3BOJISIET OIIpe-
IeIATH OONIbIIee YUCI0 aHAIUTOB IIPU KCIIOIb30Ba-
HUHU MPOCTOM mpobomoaroroBku. HcmonbsoBamnue
MaHHOU METOMUKH PACIITUPAET BOBMOKHOCTH aHAJIH-
THYECKOTO KOHTPOJII KadyecTBa U 0E30MMaCHOCTH IIU-
I[EBBIX TPOAYKTOB. WIeHTH(UKAIIUIO ITPOBOIUIN
110 BpeMeHH yAeP:KUBaHUI aHAIUTOB, TOYHOIM Macce
roHa (m/z) ¥ COBIIAJEHUIO U30TOITHOTO pacIpe/erie-
uusg mSigma. Jlna oueukn comepskauua YAC mpu-
MEHSJIH MeTOJ CTaHAApTHOH mnobaBku. [lmamaszon
OTIpe/ieNisieMbIX COMEPIKAHNM YeTBEPTHUYHBIX AMMO-
HUEBBIX coemuHeHui — 1 — 100 Hr/r, oTHOCHUTEIE-
HOE CTaHJapPTHOE OTKIOHEHWE Pe3yIhTaTOB aHAIN3a
He npessimano 0,18. IIpogomxurenbHOCTS aHATH3A
cocrasnana 30 — 40 MuH.

Kouduankr nuarepecosn

ABTOpBI 3ai4BIAIOT 06 OTCYTCTBHH KOH(JIUKTA
HHTEPECOB.
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