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AHHoTanus. B cTaTtee mpezncTaBieH SKCIpecCcHBINH coco0 onpeaeseHns METaHONIa B CIIUPTHBIX HAITMUTKAX C
pUMEHEHNEM Tra30Boi XpoMaTo-macc-criekTpomeTpun (I'X-MC) quCTHILISTOB, TOTyYeHHBIX IPH IEPETOHKE
STaHOJIA U3 aHAIM3UPYEMOT0 HanuTKa. Pa3paboTka HarpaBiieHa Ha pelIeHHE 3a/1a91 COBEPIICHCTBOBAHMS aHa-
JUTAYECKOTO KOHTPOJIS KadecTBa W 0E30MacHOCTH alKoronbHOU mpoxykuuu. Metoxn I'X-MC B Hactosimee
BpEMsI CTAHOBHUTCS IPHOPUTETHBIM HHCTPYMEHTAIBHBIM METOJOM, IPUMEHIEMBIM B aKKPEIUTOBAHHBIX aHa-
JUTHYECKUX JTA00paTOpHsIX B WACHTH(HUKAINK TpUMeceld KOHTAMHHAHTOB B aJKOTOJBHON mpoaykunu. B
CBA3HU C 10CTATOYHO 6OHleI/IM KOJIMYECTBOM CJIy4a€B OCTPOTO OTPABJICHUSA MCTAHOJIOM B PE3YJIbTATC yHOTpe6-
nenust panbcupUPOBAHHBIX CIIUPTHBIX HAIUTKOB, CYPPOTaTOB U IPYTUX CIIUPTOCOAEPKAIIMX JKUJIKOCTEH, pa3-
paboTKa 3KCIPECCHBIX METOAMK BBIMOJHEHUsI M3MEPEHHH Ha XPOMAaTO-MacC-CIIEKTPOMETPUIECKOM 000py10-
BaHUH SIBIISIETCS aKTyalbHOM MpoOIeMoil.

MeTtaHONI — TOKCHUYHOE COCAMHCHUEC, €0 MUHOPHBIC KOJIMYCCTBA XapPAKTEPHBI I KOHBAYHBIX COHUPTOB, B
MEHBIIIEM KOJIMYECTBE €TO CIEBl IMEIOTCS B TUTHEBOM STHIIOBOM CIIUPTE, HO €ro CoiepiKaHue CTPOTO periia-
MeHTHpYyeTcs. ClleIyeT OTMETUTB, UTO TI0 3alaxy | BKyCYy METaHOJ HE OTJIMIHMM OT 3TaHOJIa, YTO CITIOCOOCTBYET
ero ommubouHOMY yroTpebieHuto. [Ipn aHamM3e OUCTIIDIATOB, BUCKH, pOMa, TCKUIIBI M allEPUTHBOB OOHAPY-
JKEHO XpoMartorpaduieckoe HaJIOKCHHE TUKOB METAHOJA M 3TWIIALETaTa. B [eax CelleKTUBHOTO OIpe/ieie-
HUS TOIOOPaHBI YCIOBHUS, 00ECIICUYNBAIOIINE JOCTATOYHOE Pa3/ICICHUE [IEJICBBIX aHANTOB. AHAIH3 BHINOJ-
U MeTogoM I'X-MC Ha razoBom xpomarorpade Agilent 8890, ocHamIeHHOM Macc-CeNeKTHBHBIM JIETEKTO-
poM Mozens 5977B, xanunisipHO# KooHKOH BbICOKOH nossipHOCcTH HP-FFAP nymnoi koiorku 50 M. B pe-
3YyJbTAaTC IJIAHUPOBAHUA SKCIICPUMCHTA OBLIH HO):[O6paHI)I OIITUMAJIBHBIC PEKUMBI 1A ONPECACICHUA METa-
HOJIa, IPY 3TOM OJTHOBPEMEHHO BO3MOJKHO OIIpe/ieNieHNe yTrianeraTa. PazpabotaHHblil crtocob onpeneneHus
METaHOJIa B AJIKOTOJIbHBIX HaUTKax ¢ npuMeHeHneM [ X-MC MoxxeT OBITh peKOMEHAO0BAH I IPUMEHEHUS B
KOHTpPOJIe KauecTBa M 6€30IIaCHOCTH aJIKOTOJIBHOM MPOAYKIINH, a TAKXKE B CyA€OHO-METUIIMHCKOH IKCTIEPTH3E
B Ka4€CTBEC pe(bepeHTHoﬁ MCTOAWMKH I TOATBEPKIACHHUA TOCTOBEPHOCTHU I/IIIGHTI/Iq)I/IKaHI/II/I METHUIIOBOT'O
CIHpTA.
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Abstract. The article presents an express method for the determination of methanol in alcoholic beverages
using gas chromatography-mass spectrometry (GC-MS) of distillates obtained by the distillation of ethanol
from the analysed beverage. The development is aimed at solving the problem of improving the analytical
quality control and safety of alcoholic beverages. The GC-MS method is now becoming a priority instrumental
method used in accredited analytical laboratories for identification of impurities of contaminants in alcoholic
products. Due to a rather large number of cases of acute methanol poisoning as a result of the use of falsified
alcoholic drinks, surrogates, and other alcohol-containing liquids, the development of express methods for
performing measurements on chromato-mass-spectrometric equipment is an urgent problem.

Methanol is a toxic compound, its minimum amounts are typical for cognac spirits, its traces are present in
drinkable ethyl alcohol in a smaller amount, but its content is strictly regulated. It should be noted that the
smell and taste of methanol is indistinguishable from ethanol, which contributes to its abuse. The analysis of
distillates, whiskey, rum, tequila and aperitifs revealed a chromatographic overlapping of methanol and ethyl
acetate peaks. Conditions that ensure the sufficient separation of the target analytes were selected for the se-
lective determination.

The analysis was performed using GC-MS on an Agilent 8890 gas chromatograph equipped with a model
5977B mass selective detector and a high polarity HP-FFAP capillary column with a column length of 50 m.
As a result of the planning of the experiment, the optimal modes for the determination of methanol were se-
lected, while the determination of ethyl acetate was possible at the same time. The developed method for the
determination of methanol in alcoholic beverages using GC-MS can be recommended for use in quality control
and safety of alcoholic products, as well as in forensic medical examination as a reference method for confirm-
ing the reliability of methyl alcohol identification.
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MEPBOCTENIEHHON 3a/lauyeid mepej] aHAIUTH-

Beenenne

B koMIiekCHOM aHAJIUTUYECKOM KOH-
TpOJie ATaHoja, Oy4aeMOro U3 MHUIIEBOrO
ChIpbid, JUCTHUIIJISITOB, CIMPTHLIX HAIIUTKOB,
(hapMaKkoJOTHYECKONH CIIMPTOCOICPIKAIICH
MNpoAYKIMKU aJIMMCHTAPHOI'0 IMPUMCHCHUA,

KaMu cTaBUTCS o0ecreueHne ux 6e30nacHo-
CTH, a UMEHHO, UJCHTU(UKAIUSI U OIpeie-
JIEHUE COJIEP’KaHUs BPEOHBIX IPUMECEH.
Bropo#i 3amaueil siBisieTcs pacno3HaBaHHE
coprta, KoHTpadakra, OpakoBaHHOU U (ajb-
cupunmpoBanHoi npoaykiuu [ 1-4]. Conep-
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)KaHUe HanboJiee BPEIHBIX IS 30POBbSI Ue-
JIOBEKa MPUMECHBIX KOMIIOHEHTOB (ajbje-
TUIBI, BBICIINE CIHPTHI, METAHOI) CTPOTO
permamentupyercss  (I'OCT  5962-2013,
I'OCT 32036-2013 u nip.), ipu 3TOM HOCTO-
SHHO COBEpUICHCTBYETCSI HOpMaTUBHAs J10-
KYMEHTAIHs, Y)KECTOYArTCsI TPeOOBaHUS K
COCTaBYy MUKpOMpUMeEceH MUIIEBOr0 3TUIIO-
BOTrO criupra. [lapannenbHo STOMy pa3BUBa-
eTcst MpuOopHas 0aza aHATUTUYECKOTO KOH-
TPOJIS Ka4ecTBa M 0€30MaCHOCTH CITUPTOBOU
npoaykuuu. CoBpeMeHHOe Xpomarorpadu-
YecKoe OCHAIeHHE IMO3BOJSET  CyIIe-
CTBEHHO CHH3UThH MpeAesibl OOHApYXKEHUS
MUHOPHBIX IIPUMECEH.

[lepcrieKTUBHBIM HampaBiICHUEM HC-
CIICIOBAaHMI SBISIETCS BBISIBICHUE Xapak-
TEpPHBIX HAOOPOB MUKPOIpPUMECEH, MPUCy-
[IMX TUIIEBOMY, THIPOIU3HOMY U CHHTETHU-
YECKOMY 3TaHOJy U3 Pa3IMUHbIX BUJIOB ChI-
pos [1].

OOBEKTOM HCCIIENOBAHUS HACTOSIIEH
paboThl sBIsIETCS METaHOJ, Kak Hauboiee
ONacHbI KOHTAMUHAHT, BCTPEYAIOLIUICS B
CIHMPTHBIX HANUTKaX, OCOOCHHO B (pajibCH-
(GUIUPOBAHHOMN AJKOTOJIBHOU MTPOTYKIIHH.

Metanon CH30OH, xak u3BecTHO, Oec-
[[BETHAS STOBUTAsSI )KUJIKOCTH 2 KJlacca orac-
HocTu. [IpeaensHo nomycTuMast KOHIEHTpa-
ISl METaHOJIa B CIUPTHBIX HAIKMTKAaX B CO-
orBerctBun ¢ CanlluH 2.3.2.1078-01 co-
crapysier 0.5 mr/cm®. CTaTuCTUKA MyOIHKa-
UM, TOCBSIICHHBIX JWHAMUKE OCTPBIX
OTpaBJICHUI MeTaHoIOM B Poccun u oco-
OCHHOCTSIM OKa3aHUs IKCTPEHHON Menu-
IIUHCKOM TTOMOIIH, 3apPETUCTPUPOBAHHBIX B
PUHI] — 6omnee 3500, yka3pIBaeT Ha BBICO-
KyI0 aKTyaJbHOCTh WCCIEIOBAaHUM, MOCBS-
HICHHBIX Pa3pabOTKe U BHEJIPEHUIO B aHAIIU-
TUYECKYIO MPAKTUKY CaMBIX TIEPEIOBBIX Me-
TOAUK KOHTPOJISI 3TOrO0 KOHTaMHWHAHTa B
cniuprocoaep:xamei npoaykuuu [5-10]. Ha
311000/THEBHOCTh TPOOJIEMBbI YKa3bIBAIOT H
MHOTOUHCJICHHBIE CIIy9al OTpPaBICHUEM
danpcuupoBaHHBIMUA CITUPTHBIMH HAIUT-
KaMHU, CypporaraMu, 0 KOTOPBIX CTAHOBUTCS
n3BecTHO U3 npeccsl. B CMU u otyerax Po-
cnorpebnagzopa P® ormeuaercs, 4ro B
Poccun exeromno dukcupyrores go 1200

OTpaBJICHUI METAaHOJIOM, IPUYEM MHOTHE U3
HUX CO CMEPTEIbHBIM UCXOOM.

I'X-MC cran nanbosiee mepcreKTUB-
HBIM B KOHTpOJIE KauecTBa U 0€30MacHOCTH
nuiieBoro dtanona. ['mépunuerii meron I'X-
MC no3BOJISET C BLICOKOH CTEIIEHLIO JOCTO-
BEPHOCTU WACHTU(UIMPOBATH TIO HUMEIO-
nieiicst 6a3e NaHHBIX 110 BpEMEHaM yIepKu-
BaHUs U Macc-criekTpam Oosee 250 coemnu-
HEHHM, B TOM YHUCJIE U JaXe B NEPBYIO OYe-
penb, metaHos. OQHAKO CielyeT MOMHHUTh
pu pa3pabOTKe METOAMK, YTO BO3MOXKHBI
COBINAJCHUSI C BHICOKOM CTENEHBIO BEPOST-
HOCTH HE TOJIBKO BPEMEH YIEPKUBAHUS, HO
U MacC-CIIEKTPOB M30MEPHBIX COCAMHEHHI
[4], mosTOoMy HeoOXoaMMa MPOBEpPKA HAJIO-
KEHHSI XpoMaTorpauueckux MHKOB U OII-
THMHU3alMs YCIIOBUM Xpomartorpadupona-
HUSL.

N3BecTen I'oCT 33833-2016
«Hanutku criuptaeie. ['a3oxpomarorpadu-
YECKUM METOJl OmpeaesieHus OO0BEMHOM
JIOJTU METUJIOBOTO CITUPTa», pa3paboTaHHbII
BHUUIIBT. JlanHblii MeXrocyaapcTBEH-
HBI CTaHAApT INPUHATHIA HAa TEPPUTOPUU
Apwmenuu, benapycu, Monnosel u Poccun,
pacnpocTpaHseTcs Ha CIIUPTHBIE HAITUTKU C
00BEMHOMN J0TIel ATHUIoBOTO crirpTa oT 7.0
10 60%: anepuTHBBI, KOKTEHIH, Oanb3aMbl,
JDKWHBI, TTYHIITW, HAIUBKU, HACTOUKH (TOpPb-
KM€, MOJYCIaJKhe, CIaJKue), JeCepTHbIE
HAIUTKH, CIIUPTHBIE Ta3UPOBAHHbBIE U HEra-
3UpOBaHHbIC HAMWUTKH, JIUKEPbl (KpemKue,
JIECEPTHBIC, dMYJIbCUOHHBIE), KPEMBI, POM,
BHUCKHU, TEKWJy, CIHAPTHBIE 3€PHOBBIC IH-
CTUJUIMPOBAHHbBIE HAMWUTKU; U YCTAHABIIH-
BaeT TrazoxpomaTrorpauueckuii  MeToJ
ornpeaeneHus: 00beMHOM AOTM METHIOBOTO
ciupta. OH OCHOBAaH Ha METOJI€ Ta30BOU
xpomaTorpadguu ¢ mIaMeHHO-HOHH3AIMOH-
HbIM jetekTopoM (I'X-ITN/]) nuctunnsaTos,
MOJIYYEHHBIX IIPU MIEPETOHKE ITAHOJIA U3 UC-
XOJIHOT'O HaITUTKa.

KonuuecTBeHHOE oOmpeneneHne MeTU-
JIOBOTO CIUPTa MPOBOJAT METOIOM abcCco-
JTIOTHOW TPagyupOBKHU, HUICHTHUPHUKAIIUIO
OCYUIECTBJISIIOT MO BPEMEHM yJIEPKUBAHUS.
TO4YHOCTH KOJIMYECTBEHHOT'O aHaJIM3a OIpe-
JEJSIETCSl BOCIPOU3BOAMMOCTBIO TUIOIIAIN
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nuka. B nuana3zoHe m3mepsieMbIXx KOHIICH-
tparuii ot 0.003-0.006% 06. mpeen moBTo-
PAEMOCTU TIPU JIOBEPUTEIBHON BEPOSITHO-
ctu P=0.95 cocraBnser 25%, B guama3oHe
ceaime 0.006 1o 0.120% 00. BKIIFOUYUTEIBHO
— 19%. IlpubnusutenbHOE BpeMs yAEpKHU-
BaHMsI METAHOJA JI0 JJAHHOMW METOJIUKE CO-
craBisieT 4.5-5 MHH, B 3aBUCHUMOCTH OT BBI-
OpaHHBIX MapamMeTpoB XpoMmaTorpapupona-
HUSL.

Cnenyer otMeTuTh, uTo MeTo1 ' X-MC
o0JasaeT HEKOTOPBHIM MPEUMYIIECTBOM Iie-
pel BBIICONHUCAHHBIM METOJIOM, TaK KaK OH
He TpeOyeT npu UaeHTU(PHUKAITUN UCTIONTH30-
BaHMsI IPAlyUPOBOYHBIX PACTBOPOB, & UICH-
TU(ULIHPYET COeNUHEHUE ITYTEM OMpeerie-
HUS €ro COCTaBa U CTPOCHUS U JaIbHEHIIINM
CpaBHEHHMEM IOJYYEHHOTO Macc-CIEeKTpa Co
CIEKTPOM M3 HMEIOUMXCs OuOIHOTEK.
Kpowme toro, meron I'’X-MC no3Bosier pas-
JIuYaTh BELIECTBA C MEPEKPHIBAIOIIUMHUCS
XpoMarorpapuaecKuMu muKkamu. Takum 00-
pazom, pa3zpaboTka peepeHTHONU METOTUKU
¢ npumeHeHneMm ['X-MC saBnsieTcs BaKHOU
3agauedl aHaauTHdeckoil xumuu. OHa 0co-
OcHHO BakHA MACHTU(UKAIINSI METAaHOJIA HE
CTOJIbKO B CHUPTHBIX HAUTKaX, CKOJbKO B
cypporarax ajkorojsi, B CIy4asix OCTPBIX
OTpaBJICHUH C JIETaJIbHBIM UCXOJOM.

B 2008 r. 6puM pa3paboTaHbl U aTTe-
CTOBaHbI METOJUYECKHE peKkoMeHaanuu Po-
cnorpebHanzopa PO «XpomaTto-macc-crek-
TPOMETPHUUECKOE OTpesiesieHue MeTaHoja B
CTEKJIOOMBIBAIOIINX KUIAKOCTAX. Mertoau-
yeckue pexkomenaanuu MP 01.035-08», ko-
TOpblE MaKCUMalTbHO OJM3KO COOTBET-
CTBYIOT 1I€JIM, TTOCTABJICHHOW B HACTOSAILIEH
paboTe, a UMEHHO, pa3pabOTKe SKCIpecc-
HOT'O crioco0a KOHTPOJIS COJIepKaHusl MeTa-
HOJIa B aJIKOTOJIbHOM MPOJIYKLUHUU C TpUMeE-
HenueMm ['X-MC B kadecTBe pedepeHTHOTO
st cioco6a I'X-TTUJ] (TOCT 33833-2016).
KonnuecTBeHHBI METOM ONpPEIETIEHHUS CO-
nepxkanust meranosna nmo MP 01.035-08 B
CTEKJIOOMBIBAIOIINX KUAKOCTAX OCHOBAH Ha
MEepPEeBO/IE METAHOJIA U3 CTEKJIOOMBIBAIOIINX
KUJKOCTEH B PAaBHOBECHYIO MapoByi0 ¢azy
C MOCJEAYIOIUM €€ aHAJIU30M Ha T'a30BOM
xpomarorpade ¢ KamuUBSIPHONW KOJIOHKOU U

MacC-CEJIEKTUBHBIM JCTEKTOpPOM. HukHMit
npeaen oOHapyXeHHus: B 00beMe TpoObl —
0.1 mMr/cm’. OnpeieieHnIo He MEIIAIoT BOJIA,
3TaHOJ U u3onponanoi. OpUeHTHPOBOYHOE
BpeMs YIEp:KUBaHUSI METAHOJA COCTABIISIET
3.4 muH. Kputepuem nnentudukanuu MeTa-
HOJIA SABJISIETCS] PACXOXKJIEHUE MEXKITY Bpeme-
HaMU yJep>KUBaHUs TUKOB METaHOJa B aHa-
TU3UpYyeMOii mpobe U B pacTBOpax CTaHIAp-
TOB He Oosee 0.05 MuH, a TaK)Ke COBIIaJCHHE
OMOIMOTEYHOTO Macc-CIeKTpa MeTaHoja ¢
MAacc-CIEeKTPOM MHKa METaHOoJIa B aHAJIU3U-
pyemoii po0Oe. JlaHHas MeTOAMKA pacipo-
CTpaHsETCS TOJBKO Ha CTEKJIOOMBIBAIOIIHE
KUJKOCTU. YUUTHIBasl, YTO OIPEIEICHUIO
METaHOJIa B aJKOTOJIbHON MPOIYKIIMH MO-
KET MENIaTh ITHJAIETAT, UMEIOIIHA OJn3-
KO€ BpeMsl YIepKUBaHUSI C METAHOJIOM, Iie-
Jeco00pa3HbIM SBJISIETCS NPUMEHEHHe 00-
JIee INIMHHBIX KOJIOHOK, He 30 M, KaK B METO-
muke MP 01.035-08, a, manpumep, 50 wm.
Kpome TOoro B onmmcaHHOW BBIIIE METOAUKE
IPaaydpOBKY BBITIONHSUTH IS BOJHBIX pac-
TBOPOB, B CIIy4ae ajJKOTOJIbHON MPOAYKIIUU
11e71eco00pa3HO  BHITIONHATh TPATYHPOBKY
BOJIHO-CIIUPTOBBIX ~ cMeceil.  CrnupTHbIE
HAMUTKH, B OTIMYKE OT CTEKIOOMBIBAIOIINX
KUIKOCTEN UMEIOT 0OJIee CIIOKHBIA MHOIO-
KOMITOHEHTHBII COCTaB JIETYYHX U HENeTy-
YUX COEIUHEHUU (YTJIeBOJbI, MHUTMEHTHI,
HarpuMep), KOTOpble OyayT 3arpsi3HATH
xpomatorpad u IEeTEeKTOp), TOITOMY HEOoO-
X0IUMa  MPOOOMOATOTOBKA  (IUCTHILISA-
1Us/0TroHka), kak mo wmeroamke ['OCT
33833-2016. 13BectHbl paboThl CaBuyka u
ap. [11]. YnomsHyTele uccaenoBaHus mpo-
BEJICHBI B peXUME CKPUHHUHTA, IIPU 3TOM B
HUX WCIOJb30BAJIIA ycioBUsA aHaimu3a ['X-
MC He 3KcnpeccHbIe, TaK KaK X 1IeJIb — BbI-
SIBIIGHUE BCETO MPOQUIIs MPUMECEH, Xapak-
TEPHBIX JJIs HEMUIIEBOrO criupTa. MeraHon
paccMaTpuBajCs KaK OJIMH U3 BO3MOXKHBIX
KOHTaMUHAHTOB.

Takum 00pazom, ILENbI0 HACTOALICH
paboThl  sBISIETCS  pa3pabOTKa HOBOTO
Hay4HO-METOJANYECKOTr0 MOIX0/1a K UICHTH-
(buKauy METaHOoJIa B Pa3IMYHbIX CIIUPTHBIX
HalUTKaX Ha OCHOBE METOJa T'a30BOM Xpo-
MaTO-MacC-CIEKTPOMETPHUH.
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BKCHepI/IMeHTaJIbHaH 4acThb

Martepnansl 1 MeToabl. Boma nuctui-
nupoBanHas o ['OCT 6709, cniupt 3Tuio-
BBl PEKTU(PUKOBAHHBIN M3 MHUIIEBOTO ChI-
pbs o 'OCT 5962, MmeraHos U dTUIALIETAT
(x.4.) U1 Ta30BOM XpomaTorpaduu ¢ Mmacco-
BOM JOJIE OCHOBHOI'O BEIIIECTBA HE MEHEE
98%. 51 oTpabOTKM yCIOBUN XpoMaTorpa-
¢bupoBaHUS U MacCC-CIIEKTPOMETPUUYECKOTO
JNETCKTUPOBAHUS TOTOBUJIM BOJHO-CITHPTO-
BbI€ MOJIENIbHBIE PACTBOPBI METaHOJIA C 00b-
eMHol noineld metuiioBoro criupta 0.120%,
0.0062% u 0.0030% 06. I'panuIel OTHOCH-
TETHHOU MOTPEIIHOCTH MTPUTOTOBICHUS TIPU
JloBepUTeNbHON BeposiTHOocTH P=0.95 co-
ctaBysuty He 6ornee 3.5%.

[TpuroTtoBneHne MPOBOIUIN B BBITSK-
HOM IIKa(y ¢ COOII0JCHNEM Mep MPEI0CTO-
POXKHOCTH, YIUTBIBasi TpeOOBaHUS Oe3orac-
HOCTHU, YCTAHOBJICHHBIE JIsl pa0OT C TOKCHY-
HBIMH, €IKHMMH M JIETKOBOCIIaMEHSIOIIH-
mucs BemectBamu o 'OCT 12.1.007. Ana-
JU3 METOJOM XpOMaTO-Macc-CIEeKTPOMET-
pUU MPOBOJIWIM Ha Ta30BOM Xpomarorpade
Agilent 8890, ocHameHHOM KamWJUIIPHOMN
kojoHkoi (50 Mx0.32 MmMx0.50 MxM) u
Macc-CeJIeKTUBHBIM JeTekTopoM  Agilent
5977B (CIHA). UneHTuduUKanuo MTpPOBO-
JWJIA COTIOCTAaBJICHUEM IOJyYEHHBIX Macc-
CIIEKTPOB C COOTBETCTBYIOIIMMU JaHHBIMU
o6ubmuorexku NIST 20. B xauecTBe 00HEKTOB
UCCJIEIOBAHMS  UCIIONB30BAIM  CIUPTHBIC
HAIIUTKU, TPUOOpETEHHBbIE METOJIOM CIy-
YaifHOM BBIOOPKH B PO3HUYHBIX TOPTOBBIX
CEeTSIX M NPUTOTOBJICHHBIE B XOJE HACTOS-
IIET0 UCCIIEI0OBAHUS BOAHO-CIIUPTOBBIE MO-
JEJIbHBIE PACTBOPHI.

IIpo6onoaroroska. Onpenenenue 00b-
€MHOM JO0JM METUJIOBOIO CIHMpTa IMPOBO-
I B JUCTWUIATAX aHAJIU3UPYEMBIX
CIUPTHBIX HAITUTKOB.

Pexxum I'X-MC. BBox mpoObl ocy-
HIECTBIISUIN C TOMOIIIbIO aBTOCEMILIEpa B pe-
xume Split ¢ genennem noroka 1:20, 06bem
npoObl 1 Mk, B kauecTBe raza-HocHTENs
UCIIOJIB30BAJIU Te€JIUM, CKOPOCTh TIOTOKA Ye-
pe3 konoHKy 1.0 cm/MuH. JIns Xxpomarorpa-
(dudecKoro pasaeNeHus BEeIECTB UCTIOIb30-

BaJl KalMMJUSIPHYIO KOJIOHKY BBICOKOM TIO-
nspaoct  HP-FFAP ¢ dasoii monustu-
JICHTTIUKOJIb, MOJIUQMUIIUPOBAHHBIA HUTPO-
TepedTaneBoi KUCIOTOM U paboYuM Jauana-
30HOM Temmeparyp ot 75 10 220°C. Pexum
MPOrpaMMHUPOBAHUSL  TEMIIEPATypbl KO-
JIOHKU: HavanbHas teMueparypa 75°C, uzo-
TepMa 7 MUH, IPOIOJDKUTENILHOCTh aHATN3a
7 MUH. Macc-ClIeKTpOMETPUYECKUN aHAIIN3
BBITIOJTHSUTH B PEKUME MOJIHOTO CKaHUPOBa-
Hus (SCAN) u1si CKpUHHHTOBOTO aHAN3A.
3azeprkKa Ha BBIXO/I TMKa PACTBOPHUTEIS CO-
crasysia 3.0 MuH. /lnana3soH ckaHMPYEMBbIX
noHoB 19-450 a.e.Mm., TemnepaTypa UCTOY-
Huka noHos 230°C, Temneparypa Macc-aHa-
nu3zatopa 150°C. BeiOpanu crangapTHOE
3HAUEHUE I HMOHU3AIUU JIICKTPOHHBIM
yaapom 70 5B. Jlns waeHTHGUKANIMK T10
MacC-CIEeKTpaM UCIOJIB30BaIN OHOIMOTEKY
NIST 20, conepkaieit 6a3y Macc-ClieKTpOB
OPraHUYECKUX COCIMHEHUM
(www.nist.gov/programs-projects/nist20-
updates-nist-tandem-and-electron-
ionization-spectral-libraries, naTta o6parie-
Hug 03.03.2022).

OO0cy:xaeHne pe3yabTaTOB

Jlnia monp0Oopa ONTUMATIBHBIX PEKUMOB
MCIOJIb30BAI MOJICTTEHBIC PACTBOPHI C 00B-
emMHor ponei meranona 0.120, 0.0062 u
0.0030% 06. B mepecuere Ha OE3BOMHBII
CHUPT. 32 OCHOBY B3SJIU CIEAYIOLINE YCIIO-
BUSI aHalu3a: PEXUM MPOrPaMMUPOBAHUS
TEMIIEpaTypbl KOJOHKHU: HayaJlbHAs TeMIle-
patypa 60°C, usorepma 10 MuH, poI0IKU-
TeNpHOCTEL aHanu3a 10 muH. B xone skcie-
PUMEHTANIbHBIX HCCIEAOBaHUN BapbUPO-
BaJl TapaMeTpbl XpomaTtorpaduyueckoro
pazziefieHuss U Macc-CIEeKTPOMETPUIECKOTO
NEeTEeKTUPOBAHUS, OKa3bIBAIOLUE BIIUSHUE
Ha uaeHTu(ukanuo Metanona. [logodpaHn-
HbI€ YCJIOBUS TNPUBEJCHBI B 3KCIEPUMEH-
TanbHOU yactu. Ha puc. 1 npusenena xpo-
MaTorpaMMa MOJENIBHOTO pPacTBOpa MeTa-
HOJIa, U3 KOTOPOH BUJIHO, YTO METAHOJI pe-
TUCTpUPYETCS  MHUKOM  CHUMMETPUYHOMN
¢dopmel Ha 5.9 muH. ClieyeT OTMETUTh, Y4TO
y TayCCOBBIX MMMKOB BBICOTA MPSIMO MPOTIOP-
LHOHAJIbHA KOHIIEHTPALIMM BEIlEeCTBA B

120


https://docs.cntd.ru/document/1200103298#7D20K3
https://docs.cntd.ru/document/5200233#7D20K3

ISSN 1680-0613

Copoyuonnvle u xpomamoepaguueckue npoyeccol. 2022. T. 22, Ne 2. C. 116-125.
Sorbtsionnye i khromatograficheskie protsessy. 2022. Vol. 22, No 2. pp. 116-125.

14000
g z
£ 12000] ‘é‘
g
5 10000
5
400 500 8.00
£ min

Puc.1. XpomaTorpamMmma MOAEIBEHOTO
pacTBopa MeTaHoIa
Fig.1. Chromatogram of a model solution
of methanol

npobe. Takum 006pazom, MpeII0KEHHBIN pe-
YKUM TEPCTIEKTUBEH AJIs pa3pabOoTKU METo-
JUKH KOJMYECTBEHHOTO OIpEACNICHUs CO-
JepKaHUsl METaHoa.

Ha puc. 2 npexncraBiieH Macc-CHEKTp
METaHoJIa, oay4YeHHBIN B pexkume SCAN, a
Ha pHUC. 3 ero Macc-CheKkTp U3 Oubimorexku
NIST 20. Ha puc. 4 skcriepuMeHTaIbHbIA 1
OMONMMOTEYHBIN  CHEKTPhl  COMOCTABIICHBI
MEXIy COOOM, HAOIMIOAACTCs XOPOIee COB-
nageHue — 90%.

B cBs31 ¢ TeM, 4TO CIIUPTHBIE HAIUTKH
MMEIOT BApUATUBHBI MHOTOKOMITOHEHTHBIN
COCTaB U MOTYT COJIEpP>KaTh HEJIEeTy4re KOM-
MOHEHTHI, NI MPEAOTBpAICHUsI 3arps3He-
HUSlL MAacC-CIIEKTPOMETPUYECKON CHCTEMBbI
ompezeneHue OOBEMHON IO MeETaHOJa
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(Text File) Average of 5916 to 5.949 min.: 000024 D\data ms
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Puc.2. Macc-ciektp MeTaHouna,
MOJIyYeHHBIN B 1aHHOM padoTte (pparMeHT)
Fig.2. Mass spectrum of methanol obtained
in this study (fragment)

MPOBOJUIIN B TUCTUIUIATaX (OTTOHAX), IO-
JY4EHHBIX TIOCJIE MPEABAPUTENIBHON Iepe
TOHKHU CIIMPTa U3 aHAIM3UPYEMOTO CIUPT-
HOro HamuTKa [1].

B xo/1e skcniepuMeHTalIbHBIX UCCIEeI0-
BAHMI NpU aHAIM3€ JUCTWILUIATOB, BUCKH,
poma, TEKUJIbI U allepUTUBOB BBISIBIIEHO XPO-
MaTorpaduueckoe HaJIOKEeHHE MUKOB METHU-
JIOBOTO CIIUPTA U 3TUJIAIETATa, KOTOPBIA MO-
XKeT 00pa30BBIBATHCS B PE3YJIbTATE PEaKLUn
sTepuUKAIIH YTHIOBOTO CIUPTA U YKCYC-
HOU KUCJIOTBHI. B SKCIepUMEHTAIIbHOM YacTh
MPUBEJICHBl UMEHHO OTKOPPEKTUPOBAHHBIE
PEXKUMBI aHAJIW3a C Y4ETOM HaJIM4YHsl THJIA-
[eTaTa B aHaIM3UPyeMbIX mpobax. Jliis Kop-
PEKTHUPOBKHU MPUMEHSIN BOJIHO-CIUPTOBbBIE
MOJICJIbHBIE PACTBOPBL, OOBEMHOM JOJei
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Puc. 3. Macc-criekTp MeTaHoIa U3 OUOIHO-
teku NIST 20 (dpparmenr)

Fig. 3. Mass spectrum of methanol from the
NIST 20 library (fragment)
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Puc. 4. CpaBHEeHHE MacC-CIICKTPOB (HIKHUIMA -

OMONMMOTEUHBIN, BEPXHUN —3KCIIEPUMEHT
Fig. 4. Comparison of mass spectra
(lower — library spectrum, upper —
experimental spectrum)
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Puc. 5. XpomarorpaMmbl OTTOHOB: a) HACTOWKM TOPHKOM; 0) TEKMITBI
Fig. 5. Chromatograms of distillates: a) bitter tincture; b) tequila

stuiioBoro cnupta ot 7.0 no 70% conepixka-
M€ METAHOJI U JTUJALETaT. AHAJIOTMYHO
ITOPUTMY COIIOCTABJIEHUS MacC-CIIEKTPOB
METaHoJI1a OBLIO BBIIIOJIHEHO COMOCTABIICHHUE
Macc-CIEKTPOB 3THIALIETATA, TOJIYYEHHOTO
B XOJI¢ HACTOALIETO 3KCIEPUMEHTa C HC-
MOJIb30BAHUEM MAacCC-CIEKTPOMETPUYECKOU
CHUCTeMBl U OMOIMOTEYHOTO MAacC-CHEKTpa
koMmmMmepueckoi omomotexku NIST 20, ycra-
HOBJIEHO COBIIQJIEHUE MacC-CIIEKTpa ITHJIA-
nerara 89%.

Ha puc. 5 npusenens! i npumepa
XpOMaTOTrPaMMBbI pealbHbIX OOBEKTOB aHa-
JaM3a — HACTOWKM ropbkod M Tekwibl. Kax
BUJIHO HUX XpOoMaTorpamm, HECMOTpsS Ha
Onmu3KMe BpeMEeHa YIEp>KUBaHUS OSTHIIAIle-
TaTa MU METaHOJa, MOJOOPAHHbBIE PEKUMBI
XpomarorpadupoBaHus HO3BOJISAIOT OIpee-
JATh HAJIWYME METAHOJa B IPUCYTCTBHU
ATHJIALETaTA.

B xone uccinenoBaHuii oOIl€HEHA BO3-
MOKHOCTbh KOJIMYECTBEHHOT'O OIpEAEICHUS
METUJIOBOIO CHUPTA. XPOMATO-MaCC-CIIEK-
TPOMETPUUECKYI0 CHCTEMY TIpagynpoBalu
METOJIOM a0COJIIOTHOM TpalyHpOBKH C HC-
II0JIb30BAHUEM TPEX YPOBHEH MOJEIBHBIX
pacTBOpoB C 0OBEMHOH J0JIeH METHUIIOBOTO
cnupta 0.120, 0.0062 1 0.0030% 06. Metu-
JIOBBIM CIIUPT PETUCTPUPOBAIIN 110 BPEMEHU
yaepxkuBanus. Onpenensuid mwiomaiab Xpo-
MaTorpauecKux MHUKOB C MPUMEHEHHEM
IPOrpPaMMHOT0 0OecTeyeH s], BXOIAIIETO B
KOMIUIEKT CHCTEMBI. ['pagynpoBouHyO 3a-
BUCHUMOCTb CUHTAIM IPUEMIIEMOM, €CIIH
pacxoXkIE€HHE MEXAy ABYMs Napajlleib-
HBIMH OIIpeieNIEHUAMU He npebimano 20%:

2:|C, - C,]-100
< I
(G, +C,)
I7ie 2 — 4nCII0 NapajlieNbHbIX ONPEACICHU;
C s Ciz pe3yibpTaThl NapalICJIbHBIX

onpeneaeHui 00bEMHON IO METaHOJa B
aHanu3upyemon npooe, % 00.; r;, — 3Haue-
Hue npezena nopropsemoctu, 20 %; 100 —
MHOXUTENb JJIs1 IEPECUETa B MPOLEHTHI.

AHanmM3 TMOJYyYEHHOTO TpaayHupoOBOU-
HOTO rpadyKa BBISIBIII JTHHCHHYIO 3aBUCH-
MOCTh COJIEP)KaHHS METAaHOJa OT OTKJIMKa
curnana gerektopa (R?=0.987). B momo-
OpaHHBIX YCJIOBHSIX MpOaHATH3UPOBATH 12
0o0pa3IoB CIUPTHBIX HAMUTKOB, B TOM
YHUCJIe: HKUHBI, KOKTEHIIb, POM, H BUCKH (CM.
Tabi.). M3MepeHus BBHIMOTHSUIA HE MEHEe,
9YeM B JIBYX TMOBTOPHOCTSIX B YCIOBHUAX IIO-
BTOpsieMOCTH. PerucrpupoBanu rmomaan
MMUKOB B 00OJIACTH BPEMEHH YACPKUBAHMUS,
KpOME 3TOTO UACHTU(DHUKAIUIO MPOBOIIIN
COTIOCTABIISISI BETUYMHBI COBIAJICHUS MacC-
CHEKTPOB, BO BCEX CIIy4asix COBMAJCHUE CO-
craBisio 89-92%. 3a pe3ynbTaT NpUHU-
MaJl cpelHeapu(PpMETHIECKOe IBYX Mapal-
JIETTBHBIX ONPEACIICHUM, €CIIA BBITIOIHSIOCH
YCJIOBHE NPHEMIIEMOCTU IO MPUBEICHHON
BhIIIIE hOpMYyIIE.

IToxazaHo, 4TO JWana3oH OOBEMHBIX
JI0JIel METaHoJIa B IepecyeTe Ha OE3BOTHBIN
CHUPT B HCCJIENOBAaHHBIX oOpa3liax Kole-
6ancs B nuamnaszone ot 0.0005 mo 0.06 % 00.,
HauOOoJbIIee COJEP)KAaHUE METaHOJIA OTMe-
YEeHO B MOpCE BHUIITHU CBEXKEH CIUPTOBaH-
HBIH.

Takum o0pa3oM, SKCIIEPUMEHTATBHO
MOATBEPIKICHO, YTO BEIOPAHHBIE PEXKUMHBIE
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Tabmmma. Pe3ynpTaTsl onpeeeHs METaHOIa B CIIUPTHRIX HAamuTKax MeTomoM I'X-MC
Table. The results of the determination of methanol in alcoholic beverages by GC-MS

Ne HaumenoBanue OObemHas f0ig MeTaHoa, % B
nepecdere Ha Oe3BOAHBINA CITUPT

1. Powm «Bacardi», Carta Blanca, 0.00578+0.0012

2. «Mopc BUIIIHY CBEXEHW CTUPTOBAHHBIIN 0.06102+0.0122

3. Jxun «Edinburgh Gin Classic» 0.00677+0.0013

4. Bucku «The Legendary Silkie, Dark Irish Whis- 0.00956+0.0019

key»

5. «Camoron Apmsacknity, TM Ilepcuk 0.03471+0,0068

6. Jlukep «Fruko Schulz Amaretto» 0.00050+0.0001

7. Koxkreitnb «JIumMon» 0.00393+0.0077

8. bane3am Prxckuii, Yepnsiii Kypant 0.00520+0.0009

9. Hacroiika «Cnankas Psouna Ha KoHbsike» 0.00384+0.0076

10. JIukep «Jagermeister» 0.00220+0.0004

11. Hacrolika «AIKOH JIpeBHEPYCCKHID» 0.00475+0.0009

12. Bucku «Clynelish, 14 years» 0.00254+0.0005

napameTpbl XpoMarorpadupoBaHus MO3BO-
JSIOT UICHTU(PUITUPOBATH U KOJIMYECTBEHHO
ONpeAeNsATh METAHOJ B PAa3IMYHbBIX CHUPT-
HbIX HamUTKaX. ['paHUIbl OTHOCUTEIbHOU
MOTPEIIHOCTH COCTaBIAIOT He Gomnee 20%.
[Mono6pannsie ycnopus ' X-MC npuroansl
I pa3pabOTKH AKCIPECCHON METOIUKH
omnpeAcieHus 00bEMHON JI0JIM METAaHOJIa B
AJIKOTOJIbHBIX HAIUTKAaX.

3akJjoyeHue

[IpenmnosxeH HOBBIM crTOoco0 ompenene-
HHUA MCETaHOJIa B CIIMPTHBIX HAIIMTKaXxX, OT-
JUYAIOIIMICSA OT HM3BECTHBIX JKCIIPECCHO-
CTBI0O M BBICOKOM CTENEHBIO HAaJCKHOCTH
UJICHTU(PUKAIIMA C TPUMEHEHUEM Ta30BOMU
XpOMaTO-MacCC-CIEKTPOMETPUU. IKCIEPHU-
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