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AHHoTanus. B cTatse npecTaBiieH 3KCIPECCHBIH CIIOCO0 ONpeaeeH)s] KPOTOHOBOTO allbACTHAA B CIUPTHBIX
HaIUTKaxX ¢ MpUMEHEHUEM ra30Boi XpomaTo-macc-criekrpomerpun (I'X-MC). Pa3zpaboTka HampasiieHa Ha pe-
IIEHHE 3a/1a41 COBEPLICHCTBOBAHUS aHAJIMTUYECKOTO KOHTPOJIS KayecTBa U 0€30MacHOCTH JIKOTOJIBHOM Mpo-
nykuud. CorocraBiieHHne pe3yJIbTaToB ONpeieieHHiH 00beMHO# 1071 KPOTOHOBOTO aJIbAETHIA B MOJIEIBHBIX
pacTBoOpax, nosydeHHbIXx MerooM ['X-MC u MeTonoM ra3zoBoit xpomarorpapuu ¢ IIaMEeHHO-HOHU3AINOH-
HbeIM fetexktupoBanueM (I'X-ITH]]) moxas3anu TOXKAECTBEHHOCTh ONpEAeSICHUH B Ipeaenaax JOMyCTUMBIX HO-
TPEIIHOCTEH, YTO MO3BOJISIET CAENATh BHIBOJ O LIEIECO00Pa3HOCTH IIPUMEHEHUsI KOMOMHAIMH 3THX JABYX aHa-
JUTHYECKUX MHCTPYMEHTOB JUIsl HA/IE)KHON MACHTU(UKALNK CIIUPTOCOAEpIKaIel MpoayKuuu. B HacTosee
BpeMs [ X-MC cTaHOBHTCS PHOPUTETHBIM HHCTPYMEHTAIBHBIM METOJIOM, IIPUMEHSIEMBIM B aKKPEIUTOBAH-
HBIX aHAJIMTHYECKHUX Ja0OpaTOpHsAX B MACHTH(UKAMK NpHMecel KOHTAMHHAHTOB B QJIKOTOJIBHOW HPOIYK-
nud. KpoToHOBBIN anbaerny coaepkurcs B konndectsax Boinie ITJIK B cypporarax CHMpPTHBIX HAaIlUTKOB, B
JICHATYpUPOBAHHOM 3TaHoJEe. Pa3paboTka SKCIIPEeCcCHBIX METOANK HACHTH()UKAIIMN U KOJMIECTBEHHOTO OTIpe-
JIENICHNs] KPOTOHOBOTO aJIbJETH A HA XPOMATO-MaCcC-CIEKTPOMETPUIECKOM 000PYIOBaHUH SIBIISICTCS aKTyallb-
HOI Tpo0IeMOii. AHaJIH3 BBIMONHSIM Ha ra30BoM xpomarorpade Agilent 8890, ocHallleHHOM Macc-CeIeKTHB-
HBIM JIETEKTOpOM Mozenu 5977B, xanumispHoi KoJoHKoH Bbicokoi nonsapHoctn HP-FFAP nnunoit 50 M. B
pe3yJbTare IpOBEACHHBIX IKCIIEPUMEHTOB OBUTH IT0100paHbl ONTHMAIbHBIC PEKHMBI LISl ONIPEAETICHHUs KPO-
TOHOBOTO anbjeruia. PazpaboraHHblil cioco0 ornpeaeneHuss KpOTOHOBOTO allbJIeTH/Ia B aJKOTOJIbHBIX HAIHT-
kax ¢ npuMmeneHneM ['X-MC moxeT ObITh peKOMEHIO0BAH IS IPIMEHEHHUs B KOHTpOJIE kKadecTBa U Oe3omac-
HOCTH aJIKOTOJILHOM MPOJIYKIIMH, a TAKKE B CyAeOHO-MEIUIMHCKO KCIIepTH3€e B KauecTBe pedepeHTHON Me-
TOJMKH JJIs IIOATBEPKACHUS TOCTOBEPHOCTH HACHTH(PUKAIIUN KPOTOHOBOTO anmbaeruaa. Hanboee saddexTus-
HBIM B TaKOW HJICHTU(PUKAIINH SBIISIOTCS TapauIeIbHBIC onpenecHus ¢ mpuMmenerneM I X-MC u atTecToBaH-
HoM Metonukoi ¢ mpumeHenuem [ X-TTNJT (TOCT 31811-2012).
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Abstract. The article presents an express method for the determination of crotonaldehyde in alcoholic bever-
ages using gas chromatography-mass spectrometry (GC-MS). The development is aimed at solving the prob-
lem of improving the analytical quality control and safety of alcoholic beverages. The comparison of the results
of determinations of the volume fraction of crotonaldehyde in model solutions obtained by GC-MS and gas
chromatography with flame ionization detection (GC-FID) showed the identity of the determinations within
the limits of permissible errors, which allows us to substantiate the expediency of using a combination of these
two analytical tools for reliable identification of alcohol-containing products. Currently, GC-MS is becoming
a priority instrumental method used in accredited analytical laboratories for the identification of contaminant
impurities in alcoholic beverages. Crotonaldehyde is found in quantities above the MPC in alcohol substitutes,
in denatured ethanol. The development of express methods for the identification and quantitative determination
of crotonaldehyde using chromato-mass-spectrometric equipment is an urgent problem. The analysis was per-
formed using Agilent 8890 gas chromatograph equipped with a model 5977B mass selective detector and HP-
FFAP capillary column (50 m). As a result of the experiments, the optimal modes for the determination of
crotonaldehyde were selected. The developed method for the determination of crotonaldehyde in alcoholic
beverages using GC-MS can be recommended for use in quality control and safety of alcoholic products, as
well as in forensic examination as a reference method to confirm the reliability of the identification of cro-
tonaldehyde. Parallel determinations using GC-MS and a certified method using GC-FID (GOST 31811-2012)
are the most effective for such identification.
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THKY, IOJIUTUKY B 00JIaCTH 3J0POBOTO ITUTa-

Beenenne

Konuenuus nepexona Poccuiickoit de-
JIepari K YCTOMYMBOMY Pa3BUTHUIO BKITIO-
4yaeT B ce0s Hapsiay ¢ APYTUMHU acleKTaMu
pa3BUTHE HAYKH M BBICOKHX TEXHOJOTHH,
HKOJOTUYECKYIO MOJUTUKY U MPOTUBOACH-
CTBHE yrpo3aM NPHPOAHOTO W TEXHOTCH-
HOTO XapakTepa, CTPaTeruio MpUpPOAOIOb-
30BaHUS U DKOJOTHU3AIMIO XO3SUCTBEHHOU
NESATEIIbHOCTH, JIeMOTpapUiecKyt0 TOJH-

HUs 4elloBeka. B mensax peanmsanuy KOH-
LEeNIUU pa3paboTaH psii rOCyIapCTBEHHbBIX
nporpaMM: «/loOKTprHa NPOIOBOJILCTBEH-
HOM Oe3omacHocT P®y», «Dkomormueckas
noktpuHa P®», «OcHOBBI rOCy 1apCTBEHHOMN
MOJIUTUKH B O0JIACTH KOJIOTMYECKOIO pa3-
Butusa P® na nepuon 1o 2030 r.». Otu npo-
IpaMMBbl B3aHUMOYBSI3aHbI, TaK KaK 3I0POBbE
HACEJICHUS U HKOJIOTHUECKOe OJIaronoiyyue
HEBO3MO)KHO  paccMaTpuBaTh  OTIEJIBHO
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Ipyr ot apyra. Ha ocHoBaHMM BBILIEU3IIO-
JKEHHOTO CTAaHOBHTCS OYEBHIHOW HE0OXO-
JTUMOCTb CO3/1aHHs HOBBIX CIIOCOOOB MOHHU-
TOPUHTa XUMUYECKUX COCJIIMHEHHM, Hera-
TUBHO BJIMSIIOIIMX HA SKOJIOTHIO U 3/10POBbE
yesnoBeka. B pamkax ykazaHHBIX IPOrpamMm
MuHHCTEPCTBO HAYKH M BBHICIIETO 00pa3o-
Banus P® ocnactuno LIKIT umenu npodec-
copa FO.M. bopucosa BopoHnexckoro rocy-
JTAPCTBEHHOTO TEXHUYECKOTO YHUBEPCUTETA
COBPEMEHHBIM MHCTPYMEHTAJIBHBIM 000pY-
JIOBAaHHWEM, Ha KOTOPOM BBINOJHSETCS, B
YaCTHOCTH, IIUKJI HUCCJIEeI0OBaHUI Mo pa3pa-
0O0TKE HOBBIX IKCIPECCHBIX METOIUK OIpe-
JIEJIEHUS 9KOTOKCUKAHTOB M KOHTAMHUHAHTOB
B pa3IMuHON mpoaykui [1,2].

[lenb HACTOSIIETO MCCIEIOBAHUS — pa3-
paboTKa METOJMKHU OMpEAETIeHUS KPOTOHO-
BOTO aibJIeTHJa B aJIKOTOJIbHBIX HAIUTKAX
Ha OCHOBE METOJIa ra30BOil XpoMarorpapuu
C MAaccC-CENeKTUBHBIM JE€TEeKTUPOBAHUEM
(I'X-MC).

KportonoBsiii  anpnerun (2-OyTeHausb,
C4HesO) — OecuBerHast mpo3pauHasi JETKO-
BOCIUIAMEHSIOIIASCSA KUAKOCTh C PE3KUM
yAYLIAIOIIUM 3alaXxoM, BBI3BIBAET CJI€30Te-
yeHue (JIaKkpumaTop) U pa3ApakeHUe Bepx-
HUX JBIXaTeNbHBIX MyTeH, XOPOIIO PacTBO-
puM B ciupte, otHocuTcs K II knmaccy omac-
Hoctu. Ero IIJIK B paboueldi 30HEe —
0.5 mr/m?. Kpotonossrii anbaerun (KA) ss-
JSIeTCSl BaYKHBIM ITPEKYPCOPOM JUIsl CHHTE3a
MHOTMX XUMHYECKHUX BelecTB. 13 KpoTOHO-
BOTO ajbJETUja, HApUMeEp, CUHTE3UPYIOT
COpOMHOBYIO KHCIIOTY - MUILEBOH KOHCEp-
BaHT. KA sBsieTCs HE TOJIBKO SKOTOKCHKAaH-
TOM, HO U KOHTAMHHAHTOM (3arpsiI3HUTENIEM,
MOTAIAIOLIUM B OpraHU3M MEPOPaNIbHO), OH
BXOJIUT B COCTaB JIAKOKPACOUHBIX TOKPBITHIA
U MaTEepUajoB, IPUCYTCTBYET B CTOYHBIX BO-
JlaX XUMHYECKUX MPOU3BOJICTB U MUIIEBBIX
POIYKTOB, HCHONB3YEeTCs ISl OJOpaluu
TOIUTMBHOTO T'a3a U JICHATypalliy 3TaHoJIa.

N3BecTHO, 9TO OTHUM U3 CIIOCOOOB (hajb-
CU(UKAIUNA CIUPTHBIX HAIMUTKOB, SBIISETCS
yacTUYHasl WIM TOJHas 3aMeHa MHILEBOTO
ATUJIOBOTO CIUPTA HA CypporaThl U3 THAPO-
JU3HOTO WM CHUHTETHUYECKOrO H3TaHOJA.

CrnenyeT OTMETUTh, UTO OTPABIIEHUE CYPpPO-
raraMd ajKOTroJsl OKAa3bIBACT HETaTHBHOE
BJIUSIHUE Ha COCTOSIHHUE 3/I0POBBS, BHI3bIBAET
TSDKETYI0 MHTOKCHKAITUIO, U JIaXe TP CBOE-
BPEMEHHOM OKa3aHHOMW MEIUIIMHCKOW TIO-
MOIIIA, MOXET MPUBOAHUTH K THOENTH deso-
Beka. [loaToMy, B COCTaB HEMMILEBOTO
CIUPTa BBOISAT Pa3IUYHbIE T00ABKH, HMEIO-
1€ HeMPUATHBIN 3amax WM BKYC U IPETsT-
CTBYIOIIIME €ro MmoTpedienut0. B cooTer-
ctBun ¢ DenepanbHbIM  3aKOHOM  OT
22.11.1995 N 171-®3 (pen. ot 26.03.2022)
«O rocyIapCTBEHHOM PETyJIMPOBAHUH IPO-
W3BOJICTBA M 00OpOTa 3THUIIOBOTO CIUPTA,
AJKOTOJIbHOM M CIHUPTOCOAEpKAIIel Mpo-
OYKIMM ¥ 00 OrpaHUYEHUH IMOTpeOICHUS
(pactiuTHs) aTKOTOIBHOMN MPOAYKITUNY ITH-
JIOBBIA CHHPT (32 HMCKIIOYEHHEM OHOdTa-
HOJIa) U CHUPTOCOJEpsKallas HenuuieBas
MIPOYKITHS SIBIISTFOTCSI ICHATYPUPOBAHHBIMHU
IIPY YCJIIOBUHU COJIEP)KAHUS B HUX JICHATypH-
PYIOIIHUX BEIIECTB WM MX CMECEH IO BHI-
00py opranuzauu-rnpousBoauTens. OqHIM
U3 TaKUX JEHATYPHPYIOMINX KOMIIOHEHTOB
sBiasieT KA B KOHUEHTpalluud HE MEHee
0.2%00. B 3TUIIOBOM CITUpTE.

Henb3s HE OTMETUTH, YTO JIETyYUE TPHU-
MeCH, pUCYyIIHe MUIIEBOMY 3TaHOIY OTJIH-
YAaOTCS 3HAYUTENBHBIM  Pa3HOOOpazHeM.
W3BecTHO, 4TO MpUMECH CIIHPTa MOTYT 00-
Pa3oBBIBATHCS HE TOJIBKO B XOJIE IMpoIiiecca
OpOXeHUsI, HO U TIPU TIEPETOHKE U PEKTU(U-
kanuu ciiupra [3-5]. Heo6xoammo moqaepk-
HYTb, YTO BIUSHUE PA3IMYHBIX (PAKTOPOB HA
o0Opa3oBaHHe MHOTOYHUCIICHHBIX MpUMeceit
CHUpTAa eIle HeJoCcTaTouHOo u3yudeHo. Cpeaun
npuMecel, o0pa3ymIIUXCS B peE3yJbTare
OMOTEXHOJIOTHUECKUX U TEXHOJIOTMYECKUX
MIPOLIECCOB OPOIUIBHBIX TPOU3BOJICTB, ClIe-
IyeT OTAENbHO BBIJECINUTH 0CO00 TOKCUYHbBIE
s yenoseka. Tak, B. I1. ['psi3HOB ¢ npume-
HEHUEM METOJOB XpomaTorpaduu U Crek-
TpooTomerpuu eme B 1968 1. ycraHOBUII,
YTO TIpH TepepadoTke AePEKTHOTO Kpaxma-
JUCTOTO CBIPbS B JTAHOJN, B 3EPHOBOM
Opaxkke, KpOME MPOYUX JIETy4YUX OpraHuye-
CKUX TIpUMeceid, MOKeT 00pa30BBIBATHCS H
KA [6]. KA, oOpa3yromuiics B pe3ynbTaTe
HapyIICHUs] TEXHOJOTUYECKHX PEKUMOB
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IIPOU3BOJICTBA NMHUIIEBOIO 3TAHOJA, COJEp-
JKUTCS B MPOAYKTaX U MOJYNPOIYKTAX B HE-
3HAYUTEIIBHBIX KOJIMYECTBAX, BMECTE C TEM
OH MOJKET HaXOJUThCS B 3aMETHBIX KOJINYe-
CTBax B J€HATypaTe, B CTOYHBIX BOAAX Kay-
YyKOBBIX Mpou3BojACTB. Hanbonee Bepost-
HBIi MEXaHM3M €ro 00pa3oBaHUS 3TO allb-
JIOJIBHO-KPOTOHOBAsl KOHJAEHCAIUsl YKCYyC-
HOTO albJEruaa, MNPOMEXYTOYHOTO IIpo-
JIyKTa OKUCIICHUS 3TaHOJIA.

3KCHepHMeHTaJ'[LHaﬂ 4acTb

OObeKkTaMH  WCCIEAOBAHUS  SIBIISLTUCH
rpagyupoBouHbie pacTBOpsl KA oO0BbeMHOI
noneit 0.10, 0.20 u 0.40 % 00., peanbHBIC 00-
pa3Lbl HAMUTKOB, TPUOOPETEHHBIE METOI0M
cilydyaifHOH BBIOOpKM B PO3HMYHOH TOPro-
BOIl ceTH M MPUTOTOBIIEHHBIE B J1abopaTop-
HBIX YCIIOBUSX MOJICIBHBIE PACTBOPHI, UMU-
tupytone danbcudukarel. s TpUTroToB-
JICHUS TPAAyUPOBOYHBIX U MOJICTHHBIX pac-
TBOPOB HCIOJIb30BAIM KPOTOHOBBIN ajbie-
T'UJI C MACCOBOM J0JIEM OCHOBHOI'O BEIIECTBA
He MeHee 98% (Acros Organics, kaT. HOMep:
158225000, CAS: 123-73-9). B xauectBe
pacTBOpUTENIS HCHOJB30BaJIM 3TaHON IO
I'OCT 32036-2013, Boay IUCTHILTMPOBAH-
Hyto o 'OCT P 58144-2018. Ananu3 no
I'OCT 31811-2012 npoBoawyivi Ha Ta30BOM
xpomarorpade Agilent 8890 ¢ mimamenHo-
noHu3anmoHHbIM AetekTopoM (ITU]I) n ka-
NUWJUSIPHOM KOJIOHKOM pazmepamu 50 M X
0.32 mm x 0.50 mxm (xat. HomMep 19091F-
115 (Agilent Technologies, USA). B coot-
BercTBUM C TpeboBanusmu ['OCT MCO
5725-1, o6pa3iibl aHATM3UPOBAIIU J1BA Pa3a B
YCIOBHSX MOBTOpsieMOCTH. OOpaboTKy H3-
MEPEHUN BBIMONTHIA C HUCHOJIb30BaHUEM
IPOrpaMMHOT0 0O€ecTedeH s], BXOISAIIETO B
COCTaB XpOMaTOrpauIecKoro KOMILIEKCA.
Jlns pa3paboTKU METOAMKH IIEJIEBOr0 OIpe-
NEJICHUsT KPOTOHOBOTO allbJIeTUIa B aJIKO-
TOJIBHOM TPOAYKIHMHM HUCHOJIB30BaIM Ta30-
BeIii xpomarorpad Agilent 8890 (Agilent
Technologies, USA) ¢ Macc-ceneKTUBHBIM
KBaJIPYIOJIbHBIM JeTeKkTopoM 5977B, ocHa-
IIEHHEIA CHCTEMOM aBTOMaTHYECKOI'O BBOJA
npoosl G4713A u KanWUIIpHOM XpoMaro-

rpau4IecKoil KOJIOHKOW BBICOKOH TOJIIPHO-
ctu HP-FFAP. B kadecTBe MOABMKHOU
($ha3pl TPUMEHSIIM BBICOKOYUCTBHIM TEJHA.
Nnentudukanuio mMpoBOIMIA C HUCIOJIB30-
BaHHEM IpPOrpaMMHOTO obecrieueHus Mass
Hunter Workstation Qualitative Analysis
(Version 10.0 Build 10.0.10305.0) u cran-
napTHOU 6ubnuoreku crekTpoB NIST20.

O0cy:xnenne pe3yibTaToB

AHalu3 IMTepaTypHbIX U MATEHTHBIX UC-
TOYHUKOB MOKa3aJl HaJIUYME MHOTOYHUCIICH-
HBIX pa0oOT, HANpPABJICHHBIX Ha Pa3paboTKy
METOJIUK ONPEAEICHUS KPOTOHOBOTO aJibe-
ruja B pa3inuHbIX cpenax. M3sectHa mero-
JIMKa OIpEJEIeHUs] MacCOBOM KOHIIEHTpa-
U1 KPOTOHOBOTO aJIbJIETU/1a B BUHOIETbYE-
CKOM MPOIYKIMK METOJOM ra30BOM XpoMma-
Torpaduu ¢ MIaMEeHHO-HOHHU3AIIMOHHBIM Jie-
TEKTUPOBaHUEM [6], KaueCTBEHHBIH METO
onpeieleHUus: KPOTOHOBOTO alibJieTHa B
CTOJIOBBIX BHHAaX METOAOM CIEeKTpodoTo-
meTtpuu [7]. Pa3paboransl Meromndeckue
yKa3aHus 10 Ta30XpomaTorpaduyecKkoMy
M3MEPEHUIO KOHIICHTPALMM alleTanbAaerua,
MACJISTHOTO aJIbJIETHU/Ia U KPOTOHOBOTO ajlb-
JeTuaa B BO3AyXe paboued 30HBI [8], u3-
BECTHBI HAYyUYHbIE TPY/Ibl U IPUKJIAAHBIC pa3-
pabOTKH, TIOCBSAIICHHBIC OMPEACICHUIO CO-
nepxanust KA B MHOTOKOMITOHEHTHBIX 00b-
€KTaXx U cpefax pa3IMYHbIMU METOAaMU
a"Hamm3a, B ToM uamciae BOXKX-MC u I'X-
MC[9-26]. Ha Tepputopuu Apmenuu, Ka-
3axcraHa, Kuprusuu, MonnoBsl, Poccun,
Tamkukucrana W Y30eKuCTaHA TOYYHIT
mupokoe pacnpoctpanenue I'OCT 31811-
2012 [27], paspaborannsii BHUUIIBT
(Poccust). Crangapt pacnpocTpaHseTcss Ha
STUJIOBBIM CIIUPT, IEHATYPUPOBAHHBIN KPO-
TOHOBBIM  QJIBJAECTUJIOM, CHUPTOCOAEpIKa-
IIyI0 THUIIEBYIO MNPOAYKIHMIO M CIHPTHBIC
HanUTKU. BMmecTe ¢ TeM, akTyanbHOM 3aja-
4yeill sBIseTCs pa3paboTKa HaJIEKHOU, J0-
CTOBEPHOM W YYyBCTBUTEIHHOU pedepeHT-
HOWM Metonuku ompeneneHus KA B anko-
rOJIbHBIX HAIUTKaX W BOAHBIX CpeJax ¢ MC-
MOJB30BAHUEM COBPEMEHHOIO0 AHAIUTHYE-
ckoro obopynoBanus, a umeHHo ['X-MC.
[To MHEHMIO MHOTHX 3KciepToB MeTo ['X-
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MC saBisteTcst OTHHM U3 HanOoJIee HaAeK-
HBIX METOJ/IOB, UCIOJIb3YEMBIX MpPHU pa3pa-
00TKEe MOATBEPXKIAIOUMX METOauK. Jlis
XpomaTorpauueckoro  pasicieHusi  Be-
IIeCTB BbIOpaHa HOBasl MOJENb B JIMHEHKe
ra3oBeIXx XpoMarorpadgoB, a HUMEHHO,
Agilent 8890. DToT mpubop oTBEHaET BCEM
COBPEMEHHBIM TpPEOOBAaHUSIM PYTHHHOTO
aHayM3a npuMece B 3TaHOJIe IPU IpUMEHe-
HUM Xpomarorpaduyeckor KamwUIsIpHON
KOJIOHKM BbICOKOU monsipHoctu HP-FFAP
(50 Mmx0.32 MM*0.50 MKM) C HEMOABHKHOM
($azoi MONMATHIICHTJIMKOJIb, MOAU(MUIIUPO-
BaHHBI HUTpoTepedTaneBoil KUCIOTOH WU
pabounM rara3oHoM Temiiepatyp ot 60 10
250 °C.

s macc-ceneKTUBHOTO JIeTEKTUPOBa-
HUS BBIOpaH TPEXOCEBOH Macc-CeIeKTHUB-
HBII IETEKTOp, 00ECIIEYNBAIOIINIA BBICOKYIO
YyBCTBUTEIBbHOCTh, TOUHOCTh U BOCIPOU3-
BOJIMMOCTb. BbUIH MPUTrOTOBIEHHI 3 TpaayHu-
POBOYHBIX pacTBOpa KPOTOHOBOTO allbjie-
ruja, COOTBETCTBYyMOImMX Hadamy (Ne 1 —
0.10%060.), cepequne (Ne 2 — 0.20% 006.) u
koHIy (Ne 3 — 0.40%06.) auana3oHna uzme-
psemMbIX KoHIeHTpauuil. [Ipu npoBeneHun
MCCJIEI0BAHUI UCIOJIb30BAIM CBEXKEIIPUTO-
TOBJICHHBIE PACTBOPHI.

Mertposioruueckue XapakTepUCTUKU Ipa-
JTYUPOBOYHBIX PAaCTBOPOB MPEJCTABICHBI B
taoin. 1. U3 qanaeix Tadmn. 1 BuaHO, YTO 3Ha-
YeHHE OTHOCHUTEIHHOM MOTrPENIHOCTH MpH-
TOTOBJICHUSI TPaJyUPOBOUYHBIX PACTBOPOB
MpU JOBEPUTEIBbHONU BeposATHOCcTH P= 0.95
He npesbiaet 3%.

UccnenoBanusi B 3TOM pabore OBLIN
HAIPaBJIEHbl HA MOAOOP PEKUMHBIX Tapa-
METPOB s HJIEHTU(GUKALUUA M KOJU4Ye-
CTBEHHOI'O ONpeIeTICHUsI KPOTOHOBOTO allb-
neruga ¢ npuMmeHenuem merona ['X-MC/I.

B xadecTBe 0a30BbIX MapaMETPOB UCIIOIIB30-
BaJlM CIEAYIONIUE PEXHUMBL: 00BEM BBOJIHU-
Mot mpoOsI 0.5 Mk, neneHue moroka 1:20,
temneparypa ucnapurens 120°C, remmnepa-
Typa tepmocrara 75°C, CKOpPOCTh IMOTOKa
rasa-HocuTens reaus 1.2 cM’/MuH.

B xope skcniepuMeHTa peain30BaHbl pa3-
JUYHBIE YCJOBHSI XPOMaTOrpaguueckoro
pa3aeseHns U Macc-CeJIeKTUBHOTO JEeTEKTH-
poBaHusa. B mensax ontumuzanuu pasjene-
HUS BapbUPOBAIIM TEMIEPATYPY U CKOPOCTh
BBOJIa TPOOBI, TEeMIIEpaTypy Tepmocrata. Ha
puc. 1 mpezacraBieHa XxpomarorpamMmma rpa-
TyupoBOYHOro pactBopa Nel, momydeHHas
MpU CIEAYIOIUX PpeXUMax: BBOJ MPOOBI
oobeMoM 0.2 MKJI B pexXUMe IeNCHHsS IO-
Toka 1:40, 3aaepkka Ha BBIXOJ PACTBOPH-
Tensd 4.6 MHMH, ra3-HOCHTC/Ib TSN CO CKO-
pocThio ToToka 1.0 cM>/MuH, Temmeparypa
ucnaputenss 160°C, TemmnepaTtypa TepMmo-
crata - uzotepma 100°C, BbIiepKKa 7 MUH,
TeMIlepaTrypa ucTouHHuKa noHoB 230°C, nua-
Ma30H CKaHUPYEeMbIX 3HadeHui m/z 20-500
JlanpToH.

DKCIepUMEHTAIBHO YCTAaHOBJICHO BpEMS
yaepxuBanus 5.40 MUH. ¥ 3apeTUCTPUPOBAH
Macc-CIeKTp (puc. 2) KPOTOHOBOTO aibJIe-
ruja.

W3BecTHO, YTO CHOXKHBIM COCTaB Mart-
PHUIBI TPOOBI 3aTPYIHSET MOJTYUYEHHUE CIIEK-
TPOB, OOJIATAIONINX BBICOKOW CTEMEHBIO
CXOJCTBA C OHMOJMOTEYHBIMH, JAXKe IIOCTIE
BHECEHHUS NOIIPAaBKHU Ha POHOBBIH 1ryM. /s
OIICHKH MaTpudHOro 3(ddekra, ¢ mpuMeHe-
HUEM MOJ0OPAHHBIX HAMH PEXKUMHBIX TTapa-
MeTpoB pabotel ['X-MC, uccnenosamu 00-
pas3ibl BOJOK, BOJOK OCOOBIX, CITHPTOBAH-
HBIX COKOB, BUCKH, KOHbsIKa, HACTOEK, MpHU-
OOpETEHHBIX METOJIOM CIIy4aifHON BBIOOpKHU
B CETSIX PO3HUYHOI TOPTOBIIH.

Tabnuna 1. XapakTepucTHKH TPalyHPOBOYHBIX PACTBOPOB KPOTOHOBOTO ANIbJICTHIIA
Table 1. Characteristics of crotonaldehyde calibration solutions

PactBop Nel PactBop Ne2 PactBop Ne3
O6neM- FpaHHqu OTHOCH- | e 0 FpaHHqu OTHOCH- | o FpaHHufl OTHOCH-
Hast TEJTHHOHN TOTperI- Hast TEJIHHOHN TOTperI- Hast TETHHOH MOTpenI-
oms. % HOCTH £0, %, IpU ons. % HOCTH £0, %, IpH ons. % HOCTH %0, %, IpU
HOML 7o P=0.95 HOML 7o P=0.95 HOML 7o P=0.95
0.40 2.3 0.20 2.6 0.10 2.8
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Puc. 1. Xpomarorpamma rpaiydipoBOYHOTO pacTBOpa KPOTOHOBOI'O aJlbJIETH/Ia
0.4% 006. moryuennast merogoM [ X-MC
Fig. 1. Chromatogram of a calibration solution of crotonaldehyde 0.4% vol. obtained using
GC-MS
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Puc. 2. Macc-ciekTp KpOTOHOBOTO aIICTH/IA: @ — IKCIIEPUMEHTAILHBIN, O — OMOTUOTEYHBIH
Fig. 2. Mass spectrum of crotonaldehyde: a — experimental spectrum, b — library spectrum

B xozxe pabot peann3oBaHa Takke METO-
nuka ['X-ITN/] onpexneneHus KpOTOHOBOTO
albAeTu/ia B COUPTE U CIIUPTOCOAEpIKAIICH
npoaykuun no ['OCT 31811-2012[27] ¢
MPUMEHEHUEM TPEX YPOBHEH IpalyupOBOY-
HBIX PacTBOPOB, MOCTPOEHA I'PaTyHpOBOY-
Has 3aBHUCHUMOCTb, I[OJy4Y€Ha XpOMaro-
rpaMMa TpagyupoBOYHBIX pacTBopoB. [Ipo-
BEJICHA CepHUs IKCIIEPUMEHTOB MeTo1oM ['X-
TN u metogom I'X-MC, cocrosimas u3 10
00pa3Ii0B AIKOTOJLHBIX HAMTUTKOB. Bo Becex
UCCIIEIOBAaHHBIX ~ O0pa3nax KpPOTOHOBBII
abJIETH]T HE OOHAPYKEH.

B naGopaTopHbIX ycIOBHSX C IpHUMEHe-
HUEM peaTbHBIX O0Opa3OB CIHPTHBIX
HAIIUTKOB B Ka4€CTBE MCXOJHBIX TOTOBUIIU
MOJICJIbHBIE ~ PAacTBOPbI, UMUTHUPYIOIIHE
danpcuduKaThl CINUPTHBIX HAMKUTKOB, IO

CIIEyIOIIel cXeMe: B MEPHYIO KOJIOY C MpH-
nuMOBAaHHON TMPOOKOW BMECTHUMOCTHIO
100 cm® mammBamm 40-50 cm® mcxomHoro
HaMUTKa U J103aTOPOM BMECTUMOCTBIO 100-
1000 mxn BHocuim 100 mkn umcroro KA
JUIsl TIPUTOTOBJICHUSI PAcTBOpa, CoOIEpKa-
mero 0.40% 006. KA, comepxumoe KoJObI
MepeMeNINBaIi, BhIACPKUBAIHA 2 Yaca TpHU
temmneparype 20 °C 1 10BOAWIN A0 METKHU
HCXOJIHBIM PacTBOPOM. AHAJIIOTHYHBIM 00-
pa3om npurotosiieHo 10 BapuaHTOB pacTBO-
poB, comepxkamux ot 0.10 mo 0.40% o0.
KPOTOHOBOTO abAeTHIA.

[IpuroroBneHHbIE MOJEIBHBIE PACTBOPHI
aHanusupoBanu meronoM ['X-TIM mn I'X-
MC/I. TIpu 06paboTke pe3yIbTaToB H3Mepe-
Huiik mo ['OCT 31811-2012 (I'X-ITHUJM)
UJEHTU(DHUKAIIAIO TIOBOIUIM TI0O BPEMEHH
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Puc. 3. ®parmMeHT XpoMaTOrpaMMbl MOJICTBHOTO PaCTBOPA, HMUTUPYIOIIETO (Daabcu(uIim-
POBaHHBIN KOHBSK, TTorydeHHOM Ha ['X-TTN/1: 1 — HemmeHTH(UIIMPOBAHHBIHA MTHK,
2 — KpOTOHOBBIH aNbJIETHl, 3 —HEUACHTU(DUITUPOBAHHBIHN MUK
Fig. 3. Fragment of a chromatogram of a model solution simulating a counterfeited cognac
obtained using GC-FID: 1 — unidentified peak, 2 — crotonaldehyde, 3 — unidentified peak
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Puc. 4. ®parMeHT COBMEIIEHHBIX XPOMATOTPaMM Ka4e€CTBEHHOT'O KOHBSIKA M MOJICIIEHOTO
pacTBoOpa, UMUTHPYIOIETro (hanbcuGUIIMPOBAHHBIA KOHBSIK: 1 — 1-mpomnanoJi, 2 — KpOTOHOBBIH
apAerus, 3 — u300yTaHoI
Fig. 4. A fragment of combined chromatograms of high-quality cognac and a model solution

simulating counterfeited cognac: 1 — 1-propanol, 2 — crotonaldehyde, 3 — isobutanol

ynepxxuanus. [Ipu oO6paboTke aHanmuTHUe-
CKHMX CUTHAJIOB, ITOJIy4Y€HHBIX MeTooM ['X-
MC uneHTu(HKAIIIO, IPOBOIMINA CPaBHE-
HUEM TMOJyYEHHBIX CIEKTPOB CO CIIPaBOY
HBIMU Macc-criektpamu Oubnuorexku NIST
20.

B kauectBe wimocTpauuu, Ha puc. 3
MpeJCTaBlIeH (parMeHT XpoMaTOrpaMMBI
MOJIENIBHOTO ~ PacTBOpa, HMUTUPYIOIIETO
banpcuUIMPOBaHHBIA KOHBSIK, TOJIy4YCH-
Hbiit 1o 'OCT 31811-2012 na I'X-TTHU/I.

[Tpu uneHTHU(UKALINN UCTIOIB30BAIN Me-
TOJI «BBIUUTAHUS (DOHAY, TSI 3TOTO, U3 CIICK-
Tpa, 3aperuCTPUPOBAHHOIO Ha MaKCHMyMe
XpoMaTorpauueckoro TmHKa BBYUTAIN
YCPEIHEHHBIA CIEeKTp Onumsnexaniero ¢o-
HOBOTO IIyMa XpOMaTOTPaMMBbI. JKCIEepH-
MEHTaJbHO TOATBEPKICHO (pHuc. 4), UTO

MaTpuila MpoObl HE OKA3bIBACT 3HAYUMOTO
BIIMSTHHS HA UJICHTU(DUKAITUIO TIEJIEBOTO aHa-
JuTa — KpOTOHOBOro anpjaeruaa. Kpome
Toro, npuMmeHenue Mmeroga ['X-MC mo3Bo-
o uaeHTuguIMpoBats muku 1 u 3, He-
unentudunrpoBannpie Merogom [ X-TTA]]
(puc. 4), aTo 1-mponanon u U300yTaHOII, Xa-
pakTepHbIE TSI AUCTHUILTAPOBAHHBIX CITHPT-
HBIX HAIIUTKOB.

Baxuno mnomuepknyTh, uTto ['X-MC He
TOJIBKO TIO3BOJISIET WACHTU(DUIIUPOBATH CO-
€AMHEHUs, HO W MO IUIONIAI XpoMaTorpa-
(UYEeCKUX THUKOB KOJIWYECTBEHHO Ompe[e-
JIATh COAEP>KaHUsI KOMITOHEHTOB B UCCIIEY-
eMBIX 00pa3nax. B mensix KoJu4ecTBEeHHOTO
aHalM3a TPUMEHWIH METOJ aOCOMIOTHOU
IpalyupOBKHU, TOCTPOEHBI IPATyUPOBOYHBIC
rpa@uku JJIT KPOTOHOBOTO abJeTHaa |
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Tabmma 2. Pe3ynpTaThl HCCIIEIOBAaHUNA MOJICTHLHBIX PaCTBOPOB C BBEJIEHHBIM KA B IByX IMTOBTOP-

HOCTAX

T Table 2. The results of studies of model solutions with the introduction of CA in duplicates

Wnentuduxanus n kommdectseHHoe | OTHOCUTEIHHOE
onpeneneaue metogoMm I'X ¢ MC/] pacxoxxaeHue
N o )
MopenbHbII BeneHO, %o Pesysbrar 1-ro PesysbTar 2-ro MeXy 2 mapain
pacTBop 00. JICTbHBIMH
ompexaenenus, % | ompeneneHus, %
OTIpeIeTICHH-
00. 00. o
samu, %
Ne 1 0.10 0.122 0.106 14.04
Ne 2 0.15 0.124 0.141 12.83
Ne3 0.20 0.209 0.187 11.11
Ne 4 0.30 0.347 0.320 8.10
Ne 5 0.40 0.411 0.429 4.29
%, 06.

=)

W Beegeso WMIMX-MCQ

-nua

Puc. 5. Cpennee apudmeTiHaeckoe IBYX MapauieIbHBIX ONPEACICHHA KPOTOHOBOTO albIeTHAa
B MOZCIBHBIX pacTBopax Metomamu [ X-ITNJ] u I'’X-MC
Fig. 5. Arithmetic mean of two parallel determinations of crotonaldehyde
in model solutions using GC-FID and GC-MS

HalJICHbl JIMHEHHBIE KOPPEISLIUN MEXKITY
KOHIIEHTpalMen 1 TUIOLIA/IbIO MUKA B AUarna-
30He 0.10-0.40% 006.

Mopenbnbie pactBopbl ¢ KA ananusupo-
BaJIM B JIBYX MOBTOPHOCT:X. B kauecTBe ni-
JIOCTPAIMU MPEACTaBICHbI PE3yIbTaThl U3-
MEpEeHUU Ui CIeIyIoNMX OO0pas3loB: MO-
JeNbHbIN pacTBOp Nel, UMUTHpYIOIIMNA KO-
HBSIK; MOJIEJIbHBIN pacTBOp No2, UMUTHpPYIO-
I BUCKH, MOJIENbHBIN pacTBop Ne3, nmu-
TUPYIOIIMI KIIOKBEHHYI0 HACTOWKY, MO-
nenbHbIl  pactBop  Ned, wumuTHpYrOIIMN
BOJIKY, MOJCIIbHBIN pacTBOp Ned — pextudu-
KOBaHHBIM CIHPT C BHECEHHOU H00aBKOI
KA, Ne5 — rpanyupoBounsblii pactBop KA,
0.4% 006. (Tabmx. 2).

VY cTaHOBIEHO, YTO MAaKCUMAJIbHOE OTHO-
CUTEJIBHOE PACXOXKJICHHE MEXIY pe3yibTa-
tamu onpeneneHnit meronoM ['X-ITN/ u

I'X-MC cocrasiuset He 601ee 20%. OTHOCH-
TEIbHOE PAacXOXKACHUE MEXIY BBEIECHHBIM
konmuyecTBoM aHanmuta (KA) m comepxa-
HHEM, HailieHHbIM MeToaom ['X-IT1 /1 Bapb-
upyeT B auanazone ot 6 go 18%, mms I'X-
MC »TOT mokazaTenb COCTaBisIeT OT 4 10
14%. AHanu3 MaccuBa MOJYYEHHBIX JKCIIe-
PUMEHTAJIbHBIX JaHHBIX MMO3BOJIMI ClIE€JaTh
BBIBOJ] O TIEPCIIEKTUBHOCTH Pa3pabOTKH Me-
TOJAUKHU UICHTH(PHUKAIIUN KPOTOHOBOTO allh-
JIETH/Ia B COHUPTHBIX HAMMMTKAX U CIIUPTOCO-
Jep Kaien MpoayKLIHH.

Takum oOpa3zoM, TPEMIOKEHHBIM XpO-
MaT0-MacC-CIEKTPOMETPUUECKUI  MOAXOM
oOecrieynBaeT HaJAEXKHOE M TOYHOE IIOJ-
TBEP)KJCHUE IIEJICBOTO AHAJIUTA U MOXKET
OBITH MCIIOJIb30BAH, KaK KOJWYECTBEHHBIN
METO/ MpH 3KCIepTU3e HanuTKoB. [Ipeaso-
YKEHHBIH MTOIXO0/1 TAK)KE MOXKET OBITh TPUMeE-
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HEH TIpU pa3paboTKe METOIUKH HIACHTU(U-
Kallui KPOTOHOBOI'O aJIbJCTrH/ia B CTOYHBIX
BOJIaX.

3akJjaroueHue

HaiineHnsl mpeano4YTUTEIbHBIE YCIOBUS
JUTSL XpOMAaTOrpauieckoro pasielieHus u
MaCC-CEJIEKTUBHOIO JIETEKTUPOBAHUS KPO-
TOHOBOTI'O alIbJCTH 1A, BEIJACICH €r0 UHIUBH-
JlyalbHbIA MACC-CIEKTP.

[IpennoxeHn HOBBIM MOAXOJ K OIpeese-
HUIO KPOTOHOBOTO aJIbJIETH/1a, OCHOBAHHBIN
Ha couetanun ['X-MC u I'X-TIM]JI, mo3Bo-
JAIOIUNA 3HAYUTEIBHO YBEIUYUTh JIOCTO-
BEPHOCTh aHanu3a. HoBbIM moaxon mpume-
HUM JJIS1 BBIIOJTHEHUS] CEPUMHBIX aHAJIN30B,
C LIEJIbIO MOJATBEPKACHUS MOJOKHUTEIbHBIX
pe3yinbTaToB uccaenoBanus 1o ['OCT
31811-2012.
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