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ToKkcu4HOE BeLeCTBO — akpunaMmua npeactasnseT cobom cepbesHyto npobnemy Ans Yenoseka. 3-3a
€CTEeCTBEHHOrO Hann4ms NpakTU4YeCcKn BO BCEX NULLEBBIX MpoaykTax 6emnkoB n cBOGOAHBIX aMUHOKMCHIOT,
B XO[e TEXHOMNOrn4eckom o6paboTkm NULLEBOTO Cbipbsi NPW MOBLILLIEHHBIX TEMNepaTypax nponucxoanTt
obpa3oBaHue TokCUYHOro akpunammaa. CoagepxxaHve akpunamuga B Poccunckon degepaumm B Hopma-
TUBHbIX JOKYMEHTax He HOPMUPYETCS, OAHAKO B HACTOSILLLEE BPEMS B PSiAE PErNaMeEHTHbIX JOKYMEHTOB
TaMOXXeHHOro coto3a BBOAUTCA MokasaTenb — NpefernibHO JONYCTUMOE CcoAepXaHue akpunammga B
pasnu4YHbIX BUAAX MULLEBLIX MPOAYKTOB. Y aHanuMTuyecknx nabopaTopun cylecTsyet NnOoTpebHOCTb B
pa3paboTke U BHEOPEHUN METOL0NOMMN LOCTOBEPHOIO KONMMYECTBEHHOMO ONpeaerneHnst cogepXXaHns
akpunammzaa B CIIOXHbIX MO KOMMOHEHTHOMY COCTaBy O6beKTax NULLEBOr0 Ha3HAYeHWs, KOTopas MOXeT
ObITb MCNONb30BaHa B NpaKTUYECKOM cepTudmrkaumm ncnelTatenbHbIX NabopaTopuin. ABTopamu paspa-
fboTaHa meToavka onpefeneHnss akpunammaa B NULLEBLIX NPOAyKTax MeTo40M BblCOKOI(MEKTUBHOWN
XNOKOCTHOM XpomaTtorpadum ¢ Macc-CnekKTpoOMeTPUYECKUM OETEKTUPOBAHMEM B PEXMME MOHUTOPUHTa
3afaHHbIX peakuuin. OnucaHa meToguka NOAroToBKM Npob K aHann3y metogoM X ¢ anekTpoHo3axBaT-
HbIM AeTekTopoM n MeTogoM BIXKX-MC/MC. MNMpeactaBneHsbl onTuMarbHbIE YCIOBUSA ONpeaeneHns
akpunammga gaHHbiMu metogamu. O6cyxaeHbl HEAOCTATKM METOAMKM ONpeaeneHns akpnnamumaa c
MCMNONb30BAHMEM KAaCCUYECKON ra3oBOM XpomaTtorpadum, a UMEHHO HU3Kasa CTEMNEHb N3BNEYEHUS 1
HeobxoAMMOCTb AepuBaTmn3aLmmn akpunammaa — nabunbHOro BellecTsa ¢ HenpeaenbHON XMMUYECKON
CB$3bl0, HANM4Me KOTOPOW B OOMbLUNHCTBE CryYaeB CYLLECTBEHHO OCMOXHAET aHanu3 TpagMuMOHHLIMN
mMeTogamu. [MogobpaHbl yCNOBUS SKCTPaKLMM M O4YUCTKM IKCTPaKTa ANSA CHMKEHUSI MAaTPUYHbIX 3 EKTOB.
VccnenoBaHo BnusiHMe peakumm MenaHoMamHoobpa3oBaHms Ha KOHLEHTPaLMIO akpunammuaa npy pasHbix
pexnmax TensIoBoro BO3AENCTBUS 1 YCTAHOBEHbI ONTUMAarbHbIE YCIOBUS LOCTOBEPHOMO ONpeaeneHnst
coaepxaHusa akpunamuaa B 3aByCMMOCTM OT TEMNOBOM 06paboTKM Cbipbs M NPOAYKTOB. MNpoBeaeHa oueHka
cneungmnyHOCTH, NPaBUIbHOCTM U TOYHOCTM MeToAMKK. [oKka3aHo, YTO B COOTBETCTBMU C pa3paboTaHHbIM
MEeTOAOM, akpuramug MOXeT onpeaensitbcs ¢ TO4HOCThI0 97.3-98.2 % npw ero cogepXaHum Ha ypoBHe
5-20 Hr/mn. CteneHb n3BnevyeHnsa akpunammga coctaesnsana 82-91 %. MNpegen KonMYecTBEHHOIO
obHapyxeHusa akpunammga obin paBeH 2 MKI/KT.
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Currently, toxic substance — acrylamide is a serious problem for humans. Due to the natural presence
of proteins and free amino acids in almost all food products, and during the processing of raw food materials,
toxic acrylamide is formed at the elevated temperatures. The content of acrylamide in the Russian Federation
is not standardized by the regulatory documents. However, at present, the following indicator is introduced
into several regulatory documents of the Customs Union — the maximum permissible content of acrylamide
in various types of food products. The analytical laboratories have a need to develop and implement a
methodology for the reliable quantitative determination of acrylamide in complex food components with
multipart composition, which can be used in the practical certification of testing laboratories. The authors
have developed a method for the acrylamide determination in food products using the high-performance
liquid chromatography with mass spectrometric detection in the monitoring mode of specified reactions.
A procedure for preparing the samples for the analysis using GC with an electron capture detector and
HPLC-MS/MS method is described. The optimal conditions for the determination of acrylamide by these
methods are presented. The disadvantages of the method for the determination of acrylamide using the
gas chromatography are discussed, namely, the low degree of extraction and the need for derivatization
of acrylamide — a labile substance with an unsaturated chemical bond, which in most cases significantly
complicates the analysis by traditional methods. The conditions of extraction and purification of the extract
are selected to reduce the matrix effects. The effect of the reaction of melanoid formation on the acrylamide
concentration is studied under the different heat exposure conditions and the optimal conditions for the reliable
determination of the acrylamide content depending on the heat treatment of the raw materials and products
were established. An assessment of the specificity, accuracy and correctness of the method has been carried
out. It was shown that, in accordance with the developed method, acrylamide can be determined with an
accuracy of 97.3—-98.2% with its content at the level of 5-20 ng / ml. The degree of extraction of acrylamide

was 82-91%. The limit of quantitative detection of acrylamide was 2 pg / kg.
Keywords: acrylamide, safety, carcinogen, gas chromatography, HPLC with mass spectrometric

detection.

BBEOEHUE

lNpuroToBneHve NULLY NpeycMaTpUBaET TEMIOBYH
06paboTky, B x04e KOTOPON KOMMOHEHTbI NULLEBOW
cucTeMbl NpeTepneBatoT psag npeobpasosaHuii. B
pesynbrarte NosBASITCA XMMUYECKNE COeQUHEHNS,
KOTOpbIe MOTYT MPeACTaBNATb ONACHOCTb ANS YernoBeka.
HenpoTOKCUYHbIN U NOTEHLMANbHO KaHLEPOreHHbIN
akpunamug obpasyeTcs npu TepMoobpaboTke B MULLEBbLIX
npoaykTax, boraTbix yrnesogamu, Takunx Kak kaptodenb
dhpw, KapTopenbHbIE YMMChI, YUNChI U3 311AaKOB, CyXapyKu,
3aBTpaK M3 XJ10MNbEB N NeYeHbe, B KOHLEHTPaLMaX
0o 2000 mkr/kr [1-3]. MakcumanbHble konuyecTsa
akpunamuga oukcupyrTCca B NMLWEBOWN NPOSYKUNN,
MOMNyYEHHOW C HapyLEHWEeM TeMNepaTypPHbIX M BPEMEHHBIX
pexunmoB 0b6padoTku [4]. CuntaeTtcs, YTo akpunammng
NosSIBNSIETCS B pe3ynbraTte NpoTekaHus peakumn Mansipa
Mexay CBoOOAHbIMM aMUHOKUCIIOTaMK, B OCOBEHHOCTH
acnaparmHoMm, 1 pedyLypyoLLIMMU caxapami, Takumm Kak
rmnoKo3a n ppykTo3a, Npu TemnepaTypax Boile 120°C
[5]. imetoTca gaHHbIe, YTO pa3BUTUE ITOWN peakumm
NpOMCXOAUT Takxe npu bonee HU3KUX TemnepaTypax
6575 °C, T.e. B peanbHO MPUMEHSEMOM MHTEpBane
TennoBon 06paboTku NuLEeBOro cbipbs [3, 5]. B 1994
rogy MexayHapogHoe areHTCTBO MO UCCreoBaHuo
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paka knaccuduumpoBano NPOMbILLIIEHHbIA XUMUYe-
CKMIA akpunammug Kak BO3MOXHbIVA KaHLeporeH ans
YyernoBeka Ha OCHOBE €ro KaHLepOreHHoro AencTBus
Ha rpbI3yHOB. AKpunamung Takxe ABnseTca Henpo-
TOKCUHOM [6]. MakcnmanbHble npefernsl coaepXaHus
akpunamuaa B NULLEBbIX MPOAYKTAaX HE YCTAHOBIEHDI,
XOTS Npegen cogepXxaHus akpunammga B NUTbLEBOM
BOJE pernameHTupoBaH BcemupHown opraHusamen
3[paBooxXpaHeHns Ha ypoBHe 0.5 mkr/kr [7]. Akpuna-
MU SIBNSIETCH BELLECTBOM 2-r0 Kfacca OnacHOCTH 1
XapaKTepusyeTcs netanbHoM 40301 Ans nabopaTopHbIX
XMBOTHbIX 150—180 mr/kr [8]. O6beANHEHHIN KOMUTET
akcneptoB PAO/BOS no nuieBbiM AoOaBKaM 3aKNoumn,
4YTO cpegHee noTpebneHne akpunamMmuga c nNuwen
cocTtaBnsaeT 1 MKr Ha 1 Kr maccbl Tena B CyTKM Unn
4 mkr/cyTkn. [losa 6onee 300 MKI/Kr B CyTKV Bbl3biBaeT
y NabopaTopHbIX XXMBOTHbIX OHKOOBpasoBaHus [9)].
Mpobnema akpunammpa siBNsieTca 0COH6EHHO
3Ha4YMMON ANs NPOAYKTOB AETCKOro NuTaHus. MpoayKTbl
nuTaHWs 4N 4eTEN B MpoLEeCce Npou3BoACTBa NoABep-
ratoTcs TemnepaTypHOn nactepusaumm, ctepunusauum,
NOAKapuBaHMIO, MMAPONU3Y N pacnbiIMTENbHON CyLLKe
[10]. XoTs 3T npouecchl ynyyllatoT CEHCOPHbIE Ka-
YyecTBa NpoayKTa MU ero yCBOSeMOCTb, yCUnuBaT
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MUKpoburonormyeckyto 6e30nacHOCTb 1 YyBENNYMBAIOT
CPOKVM rOQHOCTM, OHM Takxe CnocobCTBYIOT Pa3BUTUIO
Moaudumkaumn peakummn Manspa, kKotopas MoOXeT
npuBOaUTb K 06pa3oBaHMIO BPE4HOMo akpunammaa B
BbICOKMX KOHLeHTpauusx [11].

[nsa onpegeneHus akpunammaa, B YacTHOCTH
B BOA€, MPUMEHSIOT B OCHOBHOM aAcopOLMoHHO-o-
TOMETPUYECKUA METOZ C JMaNa3oHOM U3MEPEHMS
mMaccoBon KoHueHTpauummn 0.2—3.0 mr/n [12]. MeTtog He
ABMSAETCSA CENEKTUBHBIM U OH HE NMO3BOSSET JOCTOBEPHO
yCTaHaBnMBaTb HanuMymMe akpunamuga B LUMPOKOM
crnekTpe nuwieson npoaykumm [13].

B nocnegHee Bpemsi NpUMEHSIOTCSA pasnmy-
Hble METOAbl aHanu3a akpunammaa, OCHOBaHHbIE Ha
anekTpodopeTUYECKOn NnNu xpomartorpadmnyeckon
NOABMXHOCTU B KOHAEHCUPOBAHHbLIX cpefax [14].
MeToaunkun onpegenexuns ¢ ncnonb3oBaHmem BIXKX
He NO3BONAT OOHAPYKMBATb aKpPUaMuA, B CrieJ0BbIX
KOnm4yecTBax BCreaCcTBME HU3KON YYBCTBUTENBHOCTU
Y® petekTopa 1 nepekpecTtHon nHtepdepeHLnn poa-
CTBEHHbIX coeuHeHun [15].

Haunbonee Lwinpokoe pacnpocTpaHeHWe npu onpeae-
NeHWK akpunamuga nonyyuna razoBas xpomarorpagus
n macc-cnektpomeTpusi. OgHaKo Npu NCMONb30BaHMM
JaHHbIX METOAVK TpebyeTca AepuBaTnsaums akpunammaa
[16, 17, 18].

Llenb HacTosLLEN paboTbl 3akko4anack B paspabot-
Ke MeToAMKM onpeaeneHuns akpunammaa, He TpebyioLuen
CNOXHOW AepuBaTn3aLn, M NPOBEAEHNN CPABHUTENBHON
OLIeHKM BO3MOXXHOCTEN ra3oBoin xpomaTtorpadgum ¢
3N1EeKTPOHHO-3axBaTHbIM AeTekTupoBaHvem (FX-330) n
BbICOKO3(P G EKTUBHON XKMAKOCTHON XpoMaTorpadum ¢
MacC-CnekTpoMeTpUYecknM aetekTuposaHmem (BAXKX-
MC/MC) ons onpefeneHns KOHUEHTpaL M akpunamuzaa
B NULLIEBbLIX NPOAYKTaXx.

OKCMNEPUMEHTAJIbHAA YACTb

CyLHOCTb METOAMKM ONpeAeneHns akpunammaa
npu ncnonb3oBanun NX-33[] 3akntoyanachk B npeaBa-
PUTENbHOWM 3KCTPaKUuW, yaaneHun 6enkoB 1 Xnpos
C nocnegyowmum 6pomupoBaHnemM akcTpakTa. MNpu
ncnonb3osaHun BOXX-MC/MC npoBoaunu aKCTpakLmio
akpunamuaa aueToOHUTPUITOM, a OYMCTKY dKCTpakTa
OCYLLECTBAMM C UCNOMb30BaHNEM NONSPHOro copbeHTa
C NPVBUTbIMU 3TUNEHANAaMUH-N-NPONUABHLIMK FPyRnamu
mapku ISOLUTE PSA (Agilent, CLLUA) n copbeHTa gns
TBepaodasHon akcTpakuun C18(EC) npomssoacTtea
IST Isolute (CLUA).

PeareHTbl. icnonb3oBanu cnegytoLme peakTvBb:
aueTtoHuTpun anga BOXX, (Panreac, ®paHuus), rekcaH
(Panreac, ®paHuusi), atunauetar (Sigma Aldrich, CLLA),
MypaBbmHyto kucnoty (Merck, CLLUA), kanua 6pomng
(Sigma Aldrich, CLUA), kanusi 6pomar (Sigma Aldrich,
CLUA), KUCNOTY CEpPHYIO «X.4.», TPUATUNAMUH (Sigma
Aldrich, CLLA). JenoHn3poBaHHy0 BOAY Nomny4anu
Ha cucteme Milli Q Direct 8 (Merck Millipore, ®paHuus).
B kauyecTBe cTaHgapTHOro obpasua ncnonbL3oBanu:
akpunamuj ¢ cogep)xaHneM OCHOBHOrO BellecTBa

He MeHee 99.0 % npoun3BoacTBa KOMMaHuKM Sigma-
Aldrich (CLLA).

MoaroToBka npo6 k aHanu3y metogom MX-33[.
B kauecTBe 06BLEKTOB UCCNEOOBAHNSA UCNONBb30BaNM
MSICOpaCTUTENbHbIE KOHCEPBbI AN AETCKOrO NUTaHUs,
B COCTaB KOTOPbIX BXOAWMO, % Mac.: Msco ubinnaT 30;
MSCO roBsanHbl 10; MSICO CBMHMHBI HEXMPHOE 5; Macno
nogcoriHeyHoe 1; Monoko cyxoe obedxumpeHHoe 1;
OBCsiHble xnonbs 3,5; kapTodens 5; xnopua Hatpus 0,3;
3KCTpaKT NeTpyLLku, ykpona 0,0011; Boga —octanbHoe.

O6pasubl MACHON NPOAYKUUN U3MenbYanum c
ucnonb3oBaHneM romoreHmdatopa BUCHI B-400 (Buchi,
LLisenuapwus). lomoreHn3npoBaHHyo Npoby maccon 3 1
nomeLLany B LeHTpUdyxHyt Nnpobupky, fobasnanm
20 Mn 4eMoHM3MpOoBaHHOW BOAbI, NepemeluBan u
ueHTpudyrnposanu npm 4000 g 5 MUHYT. [onyyeHHbIN
Taknm obpasoM IKCTPAKT codepxan 3HaunTenbHoe
KonuyecTtBo B6enka u xupa. ng yganeHus xvpos
15 Mn BOOHOro aKcTpakTa ABaxabl obedxumpusanu
pobaeneHnem no 15 mn rekcaHa. Akpunammg Hepa-
CTBOPWM B reKCaHe 1 He MOXXET NepexoanTb B reKcaH
B YKa3aHHbIX ycroBusax. [na ocaxgeHus 6enkos K
OYMLLEHHOMY OT XXMPOB BOAHOMY 3KCTPaKTy AobaBnsanu
50 % cepHyto kucnoty go pH 1.0. Beibop cepHon
KMCNoTbl OblN 06YCNOBIEH Tak )Xe He0OX0ANUMOCTbIO
ee npucyTcTBMA B 0bpasue ons nocnegytollero 6po-
MupoBaHus. [leHaTypupoBaHHble 6enkn ygananu
ueHTpudyrnposaHuem. [ing 6pommnposanHus k 10 mn
O4MLLEHHOTO BOAQHOTIO 3KCTpakTa fobaenanu 5 r 6pomuga
Kanus n nepemMeluMBanu 4o NOJSIHOTO pacTBOPEHNS.
Mocne atoro go6aenanu 0.2 M pacteop 6pomaTa
Kanus, nepeMeLunsan n noMeLLany B XonoAnbHUK
Ha 1 4ac npu TemnepaTtype 6 + 2 °C. K nony4yeHHoMy
pacTtBopy gobasnsnu 10 mn aTunauyeTata, nepe-
MeLwmBanu u ueHTpudyrmnposanu 5 muH rnpu 4000 g.
OTunaueTaTHbIN Cron oToMpanu. B nonyyeHHbI 3KkCTpaKT
BHOCWMMN TPU3TUNAMUH B KonuyecTtse 0.2 M Ha Kaxkable
10 mn aTMnaueTaTHOro akcTpakta. Pactesop npony-
ckanu yepes MemOpaHHbIn unbTp ¢ AMameTpom nop
0.45 mkm 1 aHanuanpoBanu metogom M'X-93[.

NMoprotoBka Npo6 K aHanu3y mMeToAoOM
B3XX-MC/MC. SkcTpakuuio akpunammuaa npoBoamnm
aueToOHMTPUIIOM U3 NpeaBapUTENbHO FOMOreH1M3npo-
BaHHOro obpasua. HaBecky roMoreHn3MpoBaHHOro
ob6pasua 3 r nomeLanu B LEHTPUDYKHYIO NPOOMPKY
BMecTMMOocCTbIo 50 cm® n gobaBnsanu 5 mn Boabl U 5 mn
aueToHuTpuna. B ueHTpudyxHyo npobupky BHOCUNN
6 r cynbhaTta marHus, 1.5 r auetata HaTpus 1 nepe-
MeLumanu. LieHTpudyrnposanu B Te4eHne 5 MyUH npu
4000 g. BHeceHue Takux conemn, kak cyrnbaT MarHus n
aueTaT HaTpus, NPMBOAUT K YBENMYEHWNIO N3BIEYEHUS
NONSAPHbIX COEANHEHUI, a TakXKe NCNonb3yeTcs Ans
KOHTPONS NpoLieHTa coaepaHus BOAbl B OpraHNYeckom
cnoe, NpefocTaenss, Takum ob6pa3omM, BO3MOXHOCTb
perynMpoBaHus cTeneHu NonsipHocTn obenx cas. [ns
OYUCTKM OT OpPraHUYeCcKMX NpMMecer NCnosb3oBanm
aHWOHOOOMeHHbIV copbeHT PSA ¢ pasmepom yacTuy
50 MKM 1 iMameTpom nop 60 A, koTopbIii akcTparupyeT
CUNMbHOKWUCIOTHBIE M MOJNTMKUCNOTHBIE COEQNHEHNS, a
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TakXxe VMOHbI METaNOB U3 BOAHbIX pacTBopoB. OT6upanm
arnuKBOTY 13 BEPXHEN YaCTW SKCTpaKTa U MepeHocunm
B LEHTPUMYXHYIO NpobUpky BMECTUMOCTbIO 15 cv?,
B KOTOpOW coepxanocb 1.2 r cynbdaTa MarHng u
0.4 r atuneHgunamunH-N-nponuna. Vicnons3oBaHue
aTuneHgmamuH-N-nponuna v okTageumna Ha JaHHOM
aTane No3BorisieT 0TkasaTbCs 0T 06e3KUpUBaHNS NPOOLI
rekcaHoM. [1nst JOOYNCTKM anuKBOThI NMPUMEHSINM COpOeHT
C18(EC) — 370 KpeMHE3EeMHbI HENONAPHbIA COPOEHT
C NPULLMTOW OKTafAeunncununbLHON rpynnon (oktage-
uuncunun). 3a cyet rmapodobHbIX B3anmoaencTBumn
C18(EC) ¢ paamepom yacTtuy, 50 MKM 1 guameTpom
nop 60 A, cnocobeH akcTparmpoBaTh HeilTparbHbIe,
OCHOBHbIE U KMCMNOTHbIE coeanHeHusi. OUnLLEHHbIN
KCTPaKT LEHTPUYrMpOBanu B Te4eHMe 5 MUHYT npwm
4000 g n nponyckanu Yepe3 MeMbpaHHbIv punsTp
0.45 mkm B Buany. MamepeHne npoBogunu ¢ Ucnosb-
3oBaHneM BOXX-MC/MC. Metog TpebyeT ToUHOM
nocnegoBaTenibHOCTM BHECEHUS peakTUBOB, Tak
Kak, HeobxoaMmMo BHOCUTL conn nocre gobasneHus
opraHudeckoro pacteoputens. [lobaBneHne conem
HenocpeACcTBEHHO B 0Opa3seL, MOXET BbI3BaTb JK30-
TEPMUYECKYIO peakLunio, CNOCOBHYH OTpULaTENbHO
MOBNUSITb Ha U3BNEYEHME akpunamuaa.

YcnoBus onpegeneHns akpunammaa MeToaom
FX-33[. MNasoxpomartorpaduyeckoe onpeaeneHne
npoBoaunu ¢ ucnonob3oBaHnem cuctembl ['X Agi-
lent 7890 (Agilent Technologies, CLLA) ocHalleHHoM
3NeKTPOHO3axBaTHbIM LETEKTOPOM C XpoMartorpa-
dunyeckon konoHkon HP-INNOWax 60 m, 0.25 mm,
0.25 mkm (Agilent Technologies, CLUA). Bbinn nogobpaHsi
criegyiouime ycrnosus razoxpomaTtorpaduyeckoro
pasgeneHus: 60 °C — 1 muH, ganee 12 °C/muH — oo
230 °C, nsorepma 10 MUHYT, raz-HoOCUTENb a30T —
2 mn/MuH. B xpomaTtorpad B aBTOMaTU4ECKOM pexvme
BBOAMMM 1 MM® CTaH4APTHOrO pacTBopa akpunaMmmaa
nocne 6poMmMpoBaHusA, TeMnepaTypa MHXeKkTopa —
260 °C, petekTtopa — 300 °C; ckopoCTb NOTOKa a30Ta —
20 cm3/MUH; CKOpPOCTb MOTOKA rasa-HocuTens yepes
KonoHky — 1,0 cm®/MuH; genexve notoka 1:10; BBOA
npo6bl — 1 Mm2.

YcnoBus onpeaeneHns akpunammaa MeToaom
B3XXX-MC/MC. OnpepfeneHue BbIMOHANN Ha CUCTEME
ans BOXX Agilent1200 (Agilent Technologies, CLLUA)
C TpexkBagpynosibHbIM Macc-crnekTpoMmeTpom Agilent
6410B (Agilent Technologies, CLLUA). [insi onpegenenus
akpunammga ncnosb3oBany xpomartorpaduyeckyto

Tabnuua 1
Ycnosusa rpagneHTHOro aJitonpoBaHUA
Table 1
Gradient elution conditions
Bpems, MuH A, % o6. B, % 06.
0 5 95
1.0 20 80
3.0 80 20
5.0 95 5

Mpumevarme: A — 1 %-11 pacTBOP MypPaBbUHOM KUCIOThI
B BoAe; B — auetoHuTpun.
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Tabnuua 2
YcnoBus AETEKTUPOBAHWS B PEXMME MOHUTOPUHIA 3a-
LaHHbIX peakLunin (MOHN3aLUs 31EKTPOPACbIIEHNEM C
pervcrpaumen nonoxXmnTenbHbIX NOHOB)

Table 2
Detection conditions in the monitoring mode of specified
reactions (electrospray ionization with registration of
positive ions)

[NoTeHuun-
WNoH-npea- OHeprus
WoH-npo- | an dpar-
AHanuT | WecTBEH- auccoumn-
OYKT, m/z MEHTa-
HUK, m/z auun, B
umun, B
Akpu- 271 5
P 72.2 50
namup 551 15

konoHKy Zorbax HILIC Plus 4.6 Mm x 50 mm, 3.5 mkm (Agilent
Technologies, CLLUA). [laHHas konoHka npeaHa3HavyeHa
Ons pasgeneHnss HU3KOMOMEKYNAPHbBIX MONAPHbIX
BELLECTB METOAOM XpomaTtorpaduv rmapoumnbHbIX
B3anmopencTeuni. PasgeneHve npoBogunuv B pexvMe
rPagveHTHOro 3MNPOBaHUs (ABYXKOMMOHEHTHas
noasuxHasi pasa). Ycrnosus xpomaTtorpaguyeckoro
onpegeneHus npeacraeneHsl B Tabn. 1.
Vicnonb3oBanu MoHU3aumMio anekTpopacnbine-
HVYEeM U criegytoLLme onTUMMU3NPOBaHHbIE NapaMeTpbl
MacC-CNeKkTPOMETPUYECKOrO AETEKTUPOBAHNS: TEM-
nepatypa uctodtuka 100 °C; Temnepatypa rasa gns
adeconbeatauum 320 °C; pacxof rasa ans geconssartaumm
8 n /muH; paBnenue urnbl pacneinutens 30 psi (206 kMa).
YcnoBus AeTEKTMPOBaHNSA ONTUMU3MPOBANMN B PYHHOM
pexume. HanpshxeHve Ha dparmMeHTope onpegensnu,
Bapbupys ¢ warom 10 B no makcumarnbHOMY OTKITMKY
NPOTOHWPOBAHHOIO MOSEKYMNSPHOrO UOHA, SHEPTULD
avccouvauny onTumMmn3mMpoBsanu ¢ warom 2 B no mak-
CMMarbHOMY OTKITMKY XapaKTEPHOro MoHa-npoaykTa,
Npw 3TOM, COOTHOLLEHWE cUrHan / LuyM noHa-npogykTa
OOIMKHO 6bITb He MeHee 1 : 10. Ycnosus peructpauum
aHanMTUYEeCKNX CUTHANOB B PEXNME MOHUTOPUHTa
3aJaHHbIX peakuui npeacTasneHbl B Tabn. 2.

PE3VJIbTATbI U UX OBCY>XXAEHUE

BOnbLUMHCTBO M3BECTHBIX METOANK ANS AEepUBa-
TU3auum akpunammaa npegnonaratoT UCNonb3oBaHne
6poma. BcriegctBue BbICOKOM TOKCUYHOCTY peareHTa
Br, n anutensHocTM npouecca 6GpommposaHns Ans
aepueatmsauumn 6bina ucnonb3oBaHa cmecb KBr n
KBrO,, 4tobbl n3bexartb MCMNONb30BaHUA XNAKOTO
6poma. B npouecce bpomnpoBaHusi cMecbto bpomuaa
n 6pomaTta Kanusi, obpasyeTcsa HeycTon4YmBoe au-
GpomMnpon3BOAHOE, KOTOPOE NOCTENEHHO NeEpexoanT
B 6onee yctonymsoe moHobpomnpoussogHoe. [ns
YCKOPEHUS 3TOro npouecca B MOSMyYeHHbIA 3KCTPaKT
nobasnsnm 1-2 % TpuatnnamuHa. Beixog npoaykra
peakumm 2-6pomnponeHamuaa coctaensan 6onee 95 %.
MeTopn TpebyeT ToYHOro cobnNAeHUS KOHLEHTpaLun
N COOTHOLLEHWI AEPUBATU3UPYIOLLMX peareHToB. Tak
K€ SKCTPaKT AOMKeH ObITb ounLLeH oT 6enka v xupa. B
XoZe NpoBeeHHbIX UCCreaoBaHNI ObIN yCTaHOBMEHbI
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Tabnuua 3

AHanuTnyeckmne xapakTepucTukn MeToauk, MCMONb3yeMbIX OJid onpenesieHnsa coaepXXaHna akpunnaMmmga B nuilie-

BbIx NpoaykTax (n =3, P=0.95)

Table 3
Analytical characteristics of the methods used to determine the content of acrylamide in food (n =3, P =0.95)
. OkcTparvpytowme pactsopu- | Npeaen KONMYECTBEHHOrO
MeTon [JepvBaTn3npyoLwmin peareHT
TENW, M1 onpeaeneHusi, MKr/kr
2-MepKkanTob6eH30MHas K1Co-
B3OXXX-Yb OTunauertar, 8 mn 15.0
Ta(0.571)
X-93[ 1.5 KBrun 0.2 mn KBrO, (0.2 M) OTtunauetar, 10 mn 1.0
X-MC 1.5 KBrun 0.2 mn KBrO, (0.2 M) OTtunauetart, 10 mn 5.0
B3»XX-MC/MC - AueToHuTpun, 8 Mn 2.0

CTeneHb 9KCTPaKUMmn 1 gepmBaTnsauny no MeToguke.
AHanuTuyeckue xapakTepUCTUKN PA3NYHbIX METO-
OB, MCNOJb3yeMbIX OIS ONpeAerneHns cogepxaHms
akpunamuga npuBegeHbl B Tabn. 3.

MeTopn M'X-33[] no3BonseT onpeaenute akpunammg
B KOHLeHTpauum 6onee 1 mkr/kr. OgHako Heobxoamma
npegBaputenbHas ouncTka Nnpobbl 1 AepuBaTnsaums
A5 NOBbILLEHNS YyBCTBUTENBHOCTM JETEKTUPOBAHNS.
Y106bI OLLEHNTL CTENEHb e PUBATM3ALIMK, UCNONH30BAM
3 M BogHOro pacTBopa akpunamuia B KOHLEHTpaumm
100 mkr/n. KonnyecTBo AepuBaTn3nNpoOBaHHOIO aHa-
nvTa 6bIn0 onpeaeneHo ¢ ucnonb3osaHvem MX-O3[.
YMeHbLUIeHNe KonmyecTsa BHOCUMMOro AepusaTunsn-
PYIOLLLEro areHTa NpMBOAUIIO K CHUXKEHMWIO CTENEHN
aepviBaTn3auum akpunamuaa. CteneHb gepuBatusaumm
CUMbHO 3aBKceNna OT BpeMEHU NPOBeAEHNST peakLuin.
3aBMCMMOCTb CTEMEHN AepMBaTU3aLMN OT BPEMEHM
npegcTasneHa Ha puc. 1.

[MoTepu aHanuTa B npoLiecce NpobonoAroTOBKM
coctasnsanu ot 20 4o 40 %. B cBsA3K € BbICOKMMM NOTEPAMM
akpunamuaa v CroxHow npoLeaypovi AepuBaTm3anmu,
B XO[€ KOTOpOW 06pasyeTca 2-6pomnponeHamug, 6bin
BblbpaH meTog BOXKX-MC/MC.

Akpunamug metogom BOXX-MC/MC noeHTtndn-
umMpoBanu no abConTHOMY BPEMEHUN YAEPKUBaAHNS
XpomaTorpaguyecknx nNuUKOB LieneBbIX BELECTB,
PErMCTPUPYEMBIX B PEXXMME MOHUTOPUHIa 3agaHHbIX

140

120

100 | 1
m L
ol
40
m L
0
5.0 10.0 15.0 30.0 60.0

BpeMA AepHBATHIAHH, MHH

Bricora nika Ha
XpoOMATOrpaMmMe, OTH.CIL.

Puc. 1. BansHue BpemMeHn peakumm Ha CTeNeHb Aepusa-
Tn3aumm (KoHUeHTpauus akpunamuaa — 100 mkr/n,
obbem obpasua — 3 mn).

Fig. 1. Effect of the reactiontime on the degree of derivatization
(acrylamide concentration — 100 pug / I, sample
volume — 3 ml).

peakuuii. C ncnonb3oBaHMEM CPEACTB NPOrpamMmmMHOro
obecneyvenns Mass Hunter Workstation (Agilent, CLLUA)
CTpOUnu rpagympoBOYHbIE 3aBMCUMOCTM NoLwaam
nvka OT KOHLEHTpauun BelecTea B npobe. Xpomaro-
rpaMMbl CTaHA4apTHOro obpasLa akpunamuaa v npoobsl,
coaepxallen akpunamug, npeacTtaBneHsl Ha puc. 2u 3.

B0o3MOXHOCTb pa3aeneHns n ogHO3HAa4YHOCTb
noeHtudmkaummn genatrot BOXXX-MC/MC ontumansHom
TEXHUKON NS onpegeneHns akpunamuga. HecomHen-
HbIM MPEUMYLLECTBOM METOAA SIBMAETCS BblCOKas
YyBCTBUTENBHOCTb MO OTHOLUEHMIO K UCCIefyeMbIM
KOMMOHEHTaM. PEXX1MM MOHUTOPUHIa 3a4aHHbIX peakLuui
MCKMtoYaeT BO3MOXHOCTb JIOXKHOMOMNOXUTENbHbIX
pe3ynbTaToB B Clly4Yae NpMcyTCTBMS B Npobax BELLECTB,
OaloLLNX NepekpecTHbIE CUrHarsbl Npu NCNOMb30BaHUN
HeCeneKTUBHbIX AETEKTOPOB.

[locTOBEPHOCTL METOAMKM NPOBEPSANIN B COOTBET-
ctBun ¢ PernamenTtom Komuncenm EC 2002/657. [insi aToro
OLIeHMBanM cneunuYHOCTb, IMHENHOCTb, NPaBUbHOCTb

e e

HMHTCHCHBHOCTD, OTH. ¢/l

Bpewms, MHH.

Puc. 2. Xpomatorpammbl rpaaynpoBOYHOro pacTBopa
akpunamumaa (MBRM nepexopabl: 1 — 72.2—-271; 2 -
72.2— 55.1) n npobbl ¢ cogep>XaHneM akpunamuaa
10.0 mKr/kr.

Fig. 2. Chromatogram of acrylamide calibration solution
(MRM transitions: 1 - 72.2-27.1; 2 - 72.2—- 55.1) and
sample containing 10.0 mkg/kg of acrylamide.
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Puc. 3. Xpomatorpammbl Npo0bbl ¢ coAepXKaHNeM akpunammaa
10.0 mkr/kr.

Fig. 3. Chromatogram of the sample with the acrylamide
content of 10.0 ug / kg.

(cTeneHb n3BNeYeHUst), TOYHOCTb (BHyTpunabopaTopHas
BOCMNPOU3BOAMMOCTb), Npeaen o6HapyXeHust, npeaen
KONMMYeCTBEHHOro obHapyXeHus. MbIleYHyo TKaHb
CENbCKOXO3ANCTBEHHbIX XXUBOTHBIX UCNONb30Banu B
Ka4yecTBe XONoCTbIX NPOO, 3apaHee He coaepXaLumx
NCKOMBbIX aHanunToB.

MaTpuyHble 3 eKkTbl AN aHanUToB Obin
NpOBepEHbI MyTEM aHann3a KOHLUEHTpauui akpuna-
MUAa B XONnocTbIX Npobax u AenoHU30BaHHOW BoAe,
N BbIYMCIEHbI OTHOLLEHMS NAoLWaan nMka XonocTon
npobbl k Boae. iccrnegoBaHusa MaTpuyHbix ahhekToB
B KONMMYECTBEHHOM OMoaHanuae nokasbiBaloT, YTO
nogasreHne Unn ycureHne NoHOB YacTo COMpOBO-
XOaeTcs 3HaYUTENbHbIM YXYALIEHUEM TOYHOCTU 1
O0CTOBEpHOCTU MeToaukn. CTeneHb NogaBneHuns
NMOHM3aLMM MaTpuuen Anga akpunamuga cocrtaBsuna
B cpeaHeM 18 %. nga yyeTta maTpudHoro adpdpekta
CTPOMIIN IPadyMpPOBOYHYHO XapaKTEPUCTMKY MPW MOMOLLM
MaTpPUYHOW rpagynpoBKU. JIMHEMHOCTb OLeHuBanu ¢
MOMOLLIbI0 MOZENM FIMHENHOW perpeccum ¢ Kanmbpos-
KON KOHLEHTpauuu kak He3aBMCMMOWN NepeMEHHOM 1
COOTBETCTBYHLLMX OTHOLUEHWI NIOLLaZeN B Ka4ecTBe
3aBUCMMON nepemeHHon. KoadpmumeHT koppenauum
nuHenHowm perpeccun R coctasun 0.98 B ananasoHe

=

56.2

HMHTEHCHBHOCTD, OTH.CI.
=]
e

71
19.1 25 g: 4.0 54. ?2-2 9 855 909 994
16162 218 |22343393 454520 865611 605 744890 83 949

0 20 40 60 80 100
OTHOIIEHHE MacChl K 3apaIy HOHOB (m\z)

Puc. 4. Macc-cnekTp akpuiamuga B yCIOBUSX 9/IEKTPOCTPEN
MOHM3aUMW NONOXMUTESbHbBIX MOHOB.

Fig. 4. Acrylamide mass spectrum electrospray ionization
conditions for the positive ions.
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Ta6bnuua 4
MokasaTenn TOYHOCTN U JOCTOBEPHOCTU pa3paboTaH-
HOro MeToga onpenenenus akpunamuaa (n =6, P=0.95)

Table 4

Indicators of accuracy and reliability of the developed
method for the determination of acrylamide (n=3, P=0.95)

KoHueHTpa- | OTHocuTenbHoe | Tou-
AHanut uus, cTaHOapTHOe | HOCTb,
Hr/Mn OTKIOHeHue, % %
5 4.46 97.3
Akpunammg 10 3.21 99.1
20 1.55 98.2

KoHueHTpaumn 2.0 — 500.0 Hr/mn. Macc-cnekTp akpu-
namuga npeacTtaBrieH Ha puc. 4.
[Npenen KonM4eCTBEHHOIO ONPEAENEHNS BbIMMCSN
Kak COOTHOLLEHME curHan/lwym Ans noHa-npoaykta
He meHee 1 : 10. Mpenen obHapyxeHns onpeaenanu
KaK COOTHOLLEHME CUrHan/lwym Ansg noHa-npoaykrTa He
meHee 1: 3. [Mpenen KonNMYecTBEHHOTO onpeaeneHns
akpunammga coctasun 2.0 Hr/mn; npeaen obHapyXeHns
coctaun 0.5 Hr/mn. CneumdnyHOCTbL MeToAMKM Bbina
noaTBepXXAeHa OTCYyTCTBMEM NUKa akpuramuaa npu
aHanuse 10 uncTbix 06pasuoB. [Nocne BBeaeHUs CTaH-
JapTa C camMoW BbICOKOW KOHLIEHTpaLMen B ananasoHe
kanmbpoBku 500 HI/MN 1 nocneaytowemM aHanmae
XOMOCTbIX MP06, NMKOB akpunamuaa He Habn4anoch.
[MokasaTenu TOYHOCTM ObINM OLEHEHbI LUECTbIO
MOBTOPHbLIMW M3MEPEHNSIMM CTAHAAPTOB B KOHLLEHTpaLW 5,
10 1 20 Hr/mn. BHyTpmnabopaTopHyo BOCNPOM3BOAMMOCTb
paccyMTbIBanu Mo pesynsratam aHanuaa UcnbITyeMbIX
pacTBOpOB CybCTaHLMK, NONYYEHHBIM APYrMM XUMUKOM B
nabopaTtopuu Ha Tom xxe 06opyaoBaHun. OTHOCUTENBHOE
CTaHOapTHOE OTKIOHEHWE NNoLLaaM NMKka akpunamuaa He
npesbiwano 4.5 %. To4HOCTb onpeaeneHns akpunammaa
BapbupoBanack B gnanasoHe 97-99 %. Nokasatenu
TOYHOCTM NpeacTaBneHbl B Tabn. 4.
[NpoLeHT 13BNEYEHNS akpuiaMuaa aHanuanpoBanm
B TPex NOBTOPHOCTAX Mpu KoHUeHTpauusax 50, 100 n
500 Hr/mn. CTeneHb U3BMEYEHNs OLEHNBANU NyTem
nobaBneHnst akpunammaa B Tpex koHueHTpauwmsix (50,
100 1 500 Hr/mn, n = 3) B UMCTyIO0 MaTpuuy, He coaep-
Xaluyto onpegensiembln aHanut. CTeneHb N3BneyYeHns
akpunamuaa coctasuna ot 82.4 % 8o 91.5 %, pesynstaTbl
n3MepeHun npeacrasneHsl B Tabn. 5.
Tabnuua 5
CTeneHb n3BneYeHns akpunammaa n3 xoocTom npo-
6bl (n=3,P=0.95)
Table 5
Degree of extraction of acrylamide from the blank sample
(n=3,P=0.95)

KoHueHTpaums, CrteneHb us-
AHanut
Hr/MnN BneyveHus, %
50 82+3
Akpunamng 100 91+3
500 87 +2
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Puc. 5. BnnsiHne npogosixXntensHOCTU U TeMnepaTypbl
npoTekaHusi peakuumn MenaHouanHoo0pa3oBaHns
Ha ypoBeHb 00pa30oBaHUs akpunaMmaa.

Fig. 5. Effect of the duration and temperature of the reaction
of melanoid formation on the level of acrylamide
formation.

B paboTte ObIno M3yyeHo BRMSHWE MPOSOIIKM-
TENbHOCTM U TeMnepaTypbl NPOTEKAHUSA peakLmm
MenaHonanHoobpa3oBaHNs Ha ypoBeHbL 06pa3oBaHus
akpunamuga. MogenbHble peLenTypHble KOMIO3ULIUK 13
roBsiavHbl (41 %), coeBoro n3onmpoBaHHoro 6enka (4 %),
Myku nweHndHom (5 %), Boabl (50 %) romoreHnsnpoBany,
dacoBanu B xecTsaHble 6aHKM U CTEpUnn3oBanu B
cnegyrowmx pexumax: 120 °C B TeveHue 30 MUHYT
(koHTponb); 120 °C B TeueHune 50 muHyT (0bpasew 1);
130 °C B TeueHune 30 MuHyT (06pasey 3). [MonyyeHHble
[AaHHble NpeAcTaBneHbl Ha puc. 5.

B obpasLe, M3roToBNeHHOM C UCMOJSb30BaHMEM
TPaANLMOHHOIO pexunma ctepunusaunm (KOHTporb),
cogep)xaHue akpunammga coctaBuno 27.6 MKI/Kr.
YCTaHOBMEHO, YTO NPU OANHAKOBOW TemnepaTtype C
yBENMYeHNemM BpeMEHU TEMNOBOro BO3AENCTBUS 0
50 MnHYT ypoBeHb akpunammnaa sospactan B 1.6 pasa.
MNpu yBenuyeHnmn TemnepaTtypbl Bo3aenctaus 4o 130 °C
C OQVHaKOBbIM BPEMEHEM KONMYECTBO akpunammnia B
nccrnegoBaHHOM cMecy Bo3pacTtano B 1.55 pas.
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PaspaboTaHHas meToamka ¢ MCMOSb30BaHNEM
B3>KX-MC/MC no3onsieT oOHapyXuTb akpunamuz B
MSICHOW NPOAYKLMWN 115 ETCKOro NUTaHWUS Ha yPOBHE
KOHLIEHTpaumm 2 MKI/KT. IckntoveHme npouecca CroXHowm
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MX-33[1, no3BoNNmno otkasatbCsi OT TOKCUYHBIX BPOMHbIX
peareHToOB U CHU3UTb NOTEPU aHanuTa npu npobo-
noaroToBke. JKCTPaKLMa akpunamumaa u o4ncTka c
ncrnonb3oBaHNeM aHMOHOOOMeHHOro copbeHTa Ha
OCHOBe aTuneHgmamuH-N-nponuna n oktageumna
NO3BONSAET OYMCTUTL NPOBY OT MEeLLAIOLLIMX KOMMOHEHTOB
Y MMHUMU3NPOBATL MaTpuyHble acpdrekTbl. OnpeaeneHsi
npenen obHapyxeHus, npegen KonnM4ecTBEHHOIoO
obHapyxeHus, cTeneHb N3BIeYEHUs, NokasaTenm
TOYHOCTM M cneundnyHoCcTM MeToanku. NMpoBeaeHHbIe
nccneaoBaHus NO3BONSOT MCMONb30BaTh pa3paboTaHHy
MEeTOAMKY Arst KOHTPONS HAKOMMEeHNUs akpunaMmmaa B
NYLLEBbLIX MPOOYKTax.
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