BicHuk XapkiBChKOTO HaIliOHAILHOTO YHIBEpCUTETY, cepis "Ximis", Bur. 35 (58), 2020

https://doi.org/10.26565/2220-637X-2020-35-05

YIOK 543.612 + 543.061

BISYAJIbHE BIHAPHE TECTYBAHHA AOMILLUOK METAHOJ1A
B ETUJ10BOMY CINUPTI

H.O. HikitiHa™?, 0.0. PewerHsk®, 0.C. Yepuuwona'<, I'.C. BnaceHko"?,
A.O. Bensa ¢, A.B. NanTteneiimoHoB™ '

* Xapkiecbkuli HaujoHanbHUU yHisepcumem imeHi B.H.KapasiHa, ximidyHul ¢hakynbmem, matidaH
Ce0600u, 4, Xapkie, 61002, YkpaiHa

T [lepxasHa Haykoea ycmaHosa “HayKkoeo-mexHomo2iqHull KOMIANeKc “lHecmumym MOHOKpucma-
nie” HAH Ykpainu, np. Hayku, 60, Xapkie, 61072, YkpaiHa.

a) nikitina@karazin.ua https://orcid.org/0000-0002-8792-4403
b) reshetnyak@karazin.ua https://orcid.org/0000-0002-6826-2790
c) chernysheva.oks.@gmail.com https.//orcid.org/0000-0001-6981-5310
d) annavlasenko@gmail.com https://orcid.org/0000-0002-4317-6044
e) artem.belya2@gmail.com https://orcid.org/0000-0001-5253-327X
f) panteleimonov@karazin.ua https.//orcid.org/0000-0003-0265-1264

B po6oTi 3anponoHoBaHO cnocib KOHTPOSO JOMILLKM MeTaHoy B eTUIIOBOMY CnMpTi-pekTudikaTi i B anko-
rofnbHMX HaMosAX, 3aCHOBaHWU Ha BidyanbHOMY BiHApHOMY TECTyBaHHi 3 3aCTOCYBaHHSIM OQHOrO 3paska Mnopi-
BHSHHS. [INs1 CKPUHIHIY CNMPTOBMICHUX 3pas3kiB Ha BMICT MeTaHony obpanu iHOuKaTopHy peakLilo B3aemopii
dopmanbzerigy (MPOAYKTY OKMCHEHHS METaHOIY) 3 XpPOMOTPOMOBO KUCIOTOW. YMOBU NPOBEAEHHS iHAMKa-
TOPHOI peakuii aHanoriyHi BigoOMii MeToauui CneKTPOOTOMETPUYHOrO BU3HAYEHHSI METaHOoNy: MeTaHon
OKUCIIOBanu nepmMaHraHaToM Kanito B KUCIOMY cepefoBuLLi Ao hopmanbaerigy; dopmanbaeria notiM pea-
ryBaB 3 XpOMOTPOMOBOK KMCIIOTOK B MPUCYTHOCTI rapsyoi KOHLEHTPOBaHOI CynbdartHoi KMCMOTK 3 YTBO-
PEHHAM MPOAYKTY hioneToBOro Konbopy (konip NpogykTy ctabinbHuin npotarom 12 rogmH). BetaHoBneHo,
LLO CNEKTP MOrMMHaHHA NPOAYKTY peakuii He 3MIHIETLCS Npu nepexogi Big eTaHonbHuX (96%) Ao BoaHO-
€TaHOJbHUX PO34MHIB 3 06'€EMHOI0 YacTkoto eTaHony 40%, MakCMMyM CBITNOMNOINIMHAHHSA BiANOBiAaB AOBXMN-
Hi xBuni 570 HM. Bci noganbLui gocnigXeHHst NpoBoAWIM Y BOAHO-ETAHOMNBHUX pO3ynHax 3 00'€eMHO YacT-
koto eTaHony 40%.

3rigHO HOpMAaTMBHUX AOKYMEHTIB, rpaHW4YHO AONYCTUMUIM BMICT MeTaHOMy B €TUIIOBOMY CMMPTi COpPTYy
"ITiokc" (HanbinbLL NOLWMPEHOMY B arnkorosbHili MPOMMUCIIOBOCTI) i anKOrofibHMX HaMosiX Ha MOro OCHOBI (Crpan)
ctaHoBuTb 0.01% 06. B nepepaxyHKy Ha 6e3BOAHUIA eTUNoBUI cNUPT. 3pasok NOPIBHAHHA — PO34MH 3abap-
BMEHOro MPOAYKTY iHAMKATOPHOI peakLii — NoBMHeH ByB BiANoOBiAaTW KOHUEHTpaLii MeTaHoNy (Cnopis) HUXKYE
3HaYeHHS! Crpan HACTIMbKY, WO6 PU3NK MOMUIMKOBUX HErATUBHWUX pe3ynbTaTiB TECTyBaHHSA He nepeBuns 5%.

[nsa ouiHioBaHHS NOPOroBoi KOHUEHTpaUii (Cnopis) B 3pa3Ky MOPIBHSAHHA 3aCTOCOBYBAanM CTATUCTUKY CrMO-
cTepexeHb. 3 Lieto MeTO roTyBanm po3vmH 3abapBneHoro NpoAyKTy, KM BiANoBiAaB HOPMOBaAHIN KOHLEH-
Tpauii MeTaHony Crpaw=0.01% 06. (HOpMOBaHWI 3pasokK) i 3paskn MOPIBHAHHA 3 MEHLUMMMW KOHLEHTpaLisMu
meTaHony. CrnocTepiradi BUSIBUNu iHTepBan HeHaaiHOCTi — 06nacTb KOHLEHTpaLini MeTaHony, B SKilA YacTo-
Ta BUSBMNEHHS BiAMIHHOCTEN B KONbOPi 3paskiB MOPIBHSAHHA i HOpMOBaHOro 3paska, P(c), 3miHioBanacs
Big 0 go 1 —Big 0.0072 go 0.010% 06. meTaHoMNy B NepepaxyHKy Ha 6e3BoaHUIA CNMPT.

Busasnenuit giana3oH po3bunu Ha 8 koHueHTpauih 3 kpokoMm Ac=0.0004% 06. MNpuroTyBanu Tpu cepii pos-
YMHIB i ANSA KOXHOI KOHLUeHTpauii oTpumanu no 48 cnoctepexeHb. OTpMMaHy eKkcrnepuMeHTanbHy KpuBy
edeKTMBHOCTI (ycepeaHeHy 3anexHictb P(c)) nepesipnnun Ha BignoBigHICTb MaTeMaTUYHUM (PyHKLUiSM Bigo-
MUX PO3MOAINIB: HOPMarbHOro, FIOriCTUYHOrO, NOrHOPMaribHOro, EKCMOHEHLUanbHOro Ta yHKLUii po3noginy
Belibyna, BUKOPUCTOBYOUN CTaTUCTUYHI KpUTEPIl Xz i Konmoroposa-CmupHoBa A. KpuBy edeKkTMBHOCTI onu-
canu TeopeTuYHi (yHKLii NorHopmanbHOro posnoginy Ta posnoainy Benbyna. O6uncneHe npu OoBipuin
nmoBipHocTi 0.95 3Ha4yeHHA NOPOroBoi KOHLEHTpaLii MeTaHony B 3pa3ky nopieHsHHA cknano 0.0073% o06. B
nepepaxyHky Ha 6e3BofHUIA eTunoBui cnupT. BizyanbHe GiHapHe TecTyBaHHSA JOMILLKM MEeTaHOomy npoBenu
B 3pasKax ankorofibH1X Hanois. [1paBUNbHICTb TECTYBaHHSA NiATBEPAMMM METOAO0M ra3oBoi XpomMaTorpaail.

Knio4yoBi cnoBa: meTaHom, eTUNoBuiA CNupT, ankorosbHi Hanoi, BidyaneHe GiHapHe TecTyBaHHS, popma-
nbaeria, XpomMoTponoBa KucrnoTa.

Bctyn
[NepmoueproBumM 3a0pyIHIOBAYEM ETHIJIOBOTO CIUPTY, IO € CUPOBUHOIO JUISi BUPOOHUIITBA aJTKO-
TOJTI0, BBAXKAIOTh METAHOJ, IKUH BIOMUIN CBOEIO TOKCHYHOIO JI€I0 HA OPraHi3M JIOJWHY HABITh MPH
HU3BKUX KOHIICHTpAIlisax. MeTaOoiTH METaHOIy B OPTaHi3Mi JIFOAWHN MOKYTh BUKIIMKATH BaXKKi Me-
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TaOOIYHI Ta HEBPOJOTIYHI MMOOIYHI ePeKTH, AKi MOXKYTh MPU3BECTH 10 KOMH 1 HaBiTh cMepTi. Tomy
KOHTPOJIb BMICTY METaHOJIY B TOPUTYaHUX BUPOOAX € 000B’I3KOBUM.

Haii0inpm mommpeHUMH iHCTPYMEHTaIbHUMH METOJaM{ BU3HAUEHHS METaHOIY B ETHIIOBOMY
CIHUPTI € Ta3o-piAMHHAa XpoMmartorpadis Ta MOIEKyJsIpHa aOcopOIiiiHa CHEKTPOCKOIs, X0o4Ya €
TIOBIOMJICHHS ¥ TIpO BH3HAYCHHS 3a IOTIOMOTOI0 MeToxiB PamaniBchkoi cmekTpockorii [1] abo
(otoenekTpoximii [2].

BinbIicTs METOIUK CENEKTUBHOTO (POTOMETPHYHOTO BU3HAUCHHSI METAHOIy Oa3yeThca Ha epme-
HTAaTHBHHUX PEaKIIisIX 3a YIacTIO aJKOTOIROKCHAA3H, (popMasiberiaeriaporenasy, karaja3d, METaHO-
nokcunaasu [3-10]. B pe3ynbrati XiMiuHUX [IEPETBOPEHB MOCIIOBHO YTBOPIOIOTHCS MYypaIlHA KHCIIO0-
Ta, MEPOKCH] BOJHIO Ta Qopmanpaeria. Ilepekuc BoAHIO MOTIM MOXKHA BH3HA4YaTd 3a JOMOMOTOIO
nepokcuaasu [5]. Mexa Bu3HaueHHS MeTaHony B Takuii croci6 € 0.00012-0.00015% 06. I[Toennanus
(hepMeHTY METaHOJIOKCHIAa3U Ta OapBHUKA OCHOBHOTO (YKCHHY OyJIO BUKOPHUCTAHO TPW BH3HAYCHHI
BMICTY METaHOJIY B CBKMX (PYKTOBHX COKax 3 KaByHY, MOPKBH, AWHI, TOMaTiB Too [6]. Aie eTa-
HoJI, BMicT sikoro OyB Oimbmum 3a 0.01% 006., BcTynmaB y KOHKYpYOUi B3aeMOJil Ta yNOBUIFHIOBaB
peaKIIiro MeTaHoIy 3 (EPMEHTOM.

B po6orti kuTalickkux aBTopis [11] 3anmpornoHoBaHO BH3HAYATH METAHOI 33 PEAKI€l0 3 HITPOIPY-
CHIIOM HATpiI0 y JIy>)KHOMY CEpElOBHILI 3 YTBOPEHHSM MPOAYKTY peakuii OJaKUTHOrO KOIbopy. B
TaKUi croci® MiHiManbHa BU3HAaYyBaHa KiIbKicTh MeTaHony cranoBmiaa 0.0015% 06. Xoua 3amporo-
HOBaHAa METOJMKA TPOCTa, ajile He MOXKe OyTH 3aCTOCOBaHA JI0 00’ €KTIB aHaNi3y, sIKi MICTATh €TaHOI,
00 oCTaHHII KOHKYpY€E B peakLii 3 HITPONPYCHIOM 1 YHHUTH 3aBa)KatOUMi BILIKB.

BinbimicTe peakiiii Bi3yaabHOTO BUSBICHHS METaHOIY 0a3y€eThCsl HA HOTO OKUCHEHHI 10 opMallb-
JIETiTy Ta BU3HAYCHHI OCTAaHHBOTO 32 JIOTIOMOTOI0 KOJLOPOBUX peakiii. HaiBimoMimumMu € peakiiii 3
XPOMOTPOIIOBOKO KHCIIOTOI0, 3 METHIOBUM (DiosieTOBUM, 3 (QyKCHHCIPUYUCTO KHCIOTOK (PEaKTHBOM
udda), 3 kogeinoM, 3 peaktuBom Deminra [12].

11i >k peakrii JekaTh B OCHOBI METOIMK HAIIBKUIBKICHOTO Ta KUTHKICHOTO BU3HAYEHHS METAHOIY B
€TaHOI, 3alpPONOHOBAaHUX MIXKHAPOIHOK OpraHi3alli€ro mo cranaaprusaiii [13,14] Ta HalllOHATEHUM
cTangapToM Ykpainu [15]. BisyanpHuii KOJOPUMETPHUYHHIA METOJ BUKOPHUCTOBYIOTH JIsi KOHTPOJIO
MeTaHOoJy B Aiana3oHi koHueHTpauii 0.10-1.50% 06. 3a peakuiro ¢popmanbaeriny 3 peaktusom HIud-
(a 3 yTBOpEeHHsIM XiHOiTHOTO OapBHUKA CHHBO- a00 4epBOHO-(i0IETOBOrO KOMbopy. HamiBKinbKicHe
BH3HAYEHHS MPOBOAATH, BUKOPHCTOBYIOUM KOMIpHY MiKaiy mopiBHsSHHA [13]. [ns ¢oTomerpuunoro
BH3HAuYeHHS MeTaHOJy B niama3zoHi koHmeHtpamii 0.01-0.20% 00. pekoMeHI0BaHO 3aCTOCOBYBATH
peakIiro B3aeMoIii hopMalIbIeriay 3 XpOMOTPOIIOBOIO KHCIIOTOO 3 YTBOPEHHSAM IMPOIYKTY (ioseTo-
BOTO 3a0apBIICHHS 3 MAKCUMYMOM TTOTJIHHAHHS NPH TOBKUHI XBHII Om3bko 570 M [14,15].

3 mepepaxoBaHMX BHUIIE PEaKUiil JHIIe peakiis 3 XPOMOTPOIIOBOIO KUCIIOTOIO € CIIEHU(IYHOI0 0
METHJIOBOTO CITUPTY, 3 iHIIMMH peareHTaMu OKpiM (opMajbAeTioTy B peaKIlil MOKYTh BCTYIIaTH IESKi
IHII1 aJIbAETIIN.

MexaHi3M KONbOpOBOI peakuii MK XpOMOTpPOIMOBOIO KHCIOTOW0 (4,5-murigpokcuHadTanen-2,7-
JTUCYITH(OHOBOI KUCIOTOK) Ta (hOPMaIbIETiIoM Y CHIBHOKHCIOMY CEPEOBHIII JOCI MOBHICTIO HE
BimoMuii. Peakmifinnii muisax, sSIKHA BBaXKAETHCS HAWO1IBIT HMOBIPHIM, BKITIOUA€E TBOCTYTICHEBHH TPO-
uec (puc. 1) [16]. Cynsdarna kucnota 6epe ydacTb B 000X CTaAifX SK JETigpaHT, a B OCTAHHIM - e
SIK OKHCHUK, BiJTHOBIIOIOYHCH JIO CYIb(ITHOI KHCIIOTH.

HenonikamMu BUKOHAHHS IIbOT'O KJIACHYHOTO METOAY € BUKOPUCTAHHS BEJIHMKOIO 00'eMy rapsdoi
KOHIIEHTPOBaHOI CyJb(aTHOT KUCIIOTH, BUMOTa KpOIITKOI 00p0OOKH MypalinHOi KHCIOTH, SIKa YTBO-
PIOETBCS B MPOLIECI OKUCHEHHSI, Ta JOBTOTPUBANICTh BUKOHAHHS METONMKH B mijomy. Iloganbmii 3y-
CHJUIA BYCHUX OyJIM CIPSIMOBaHI Ha yCyHEHHS a00 3MEHLICHHS LIUX HEeIOJIKiB: JOAaBaHHs MpOIaHasl
NPUCKOPHIIO TPOIeC OKUCHEHHST MeTanomy [17], Moan¢ikyBaHHsS METOIMKH CKOPOTHIIO BHUTPATH pea-
reHTiB [18,19] Ta cyTTEBO 3MeHIIMIO BUTpaTy dacy [20].

PosrnsnyTa iHAMKaTOpHA peakiis Oyna oOpaHa HaMH JUIA Bi3yaJIbHOTO OIHApHOTO TECTyBaHHS J0-
MIIIKH METAHOJIY B €TWJIOBOMY CIMPTI, IPU3HAUYCHOMY JAJIsI BUTOTOBJICHHS aJIKOTOJIbHUX HAIOIB.

BukopucTanHs Bi3yanbHOro OiHAPHOTO TECTYBaHHSA i3 3aCTOCYBaHHSM OJHOTO 3pa3Ka MOPIBHSIHHS
IIPYU CKPUHIHTY BEJIMKOI KUTBKOCTI JOCHTIKYBaHHUX 3pa3KiB 3HAYHO CHPOILIYE NPOLEAYPY Ta CKOPOUyeE
yac OTPUMAHHS Pe3yJIbTaTy: HeMa MOTPeOr BUTpayaTy PEareHTH Ta 4ac Ha MPOBEACHHS I'PalyIOBaHHS
a00 NPUTOTYBaHHS KOJbOPOBOI INKAJIU. 3iCTABJISAIOTh aHATITUYHI CHTHAJIM BiJ 3pa3Ka MOPIBHAHHS Ta
3paska, IO JIOCIIKYIOTh (KOHTPOJIBHOTO 3pa3ka). BapiaHtamu BiJNOBiJei crocTepiradiB MOXYTh
OyTH: BMICT MeTaHONy «OiNbllle — MEHIIe» HOPMOBAaHOI (FpaHWYHOI, HeOe3MmeuHoi) KOHIICHTpaIii
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(Crpan)- SIKIIIO BMICT METaHOIY B 3pa3Ky Oyje BHIIEe IPAHUYHOIO 3HaYEHH, TO HEOOXIAHUN KiabKiCHHH
aHaJi3 3 BUKOPUCTAHHSIM TIITBEPIKYIOUNX METOAWK; HETaTUBHUN pe3ynbTar OyJie BBaXKATHCS MTPaBU-
JHHUAM 1 OCTaTOYHUM.
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Pucynok 1. Cxema peakuii B3aemMo/1ii XpoMOTPOIOBOi KUCIOTH 3 (hopmanbierizom [16].

Bignosigao o [21,22], B 3a1€KHOCTI BiJf COPTY PeKTU(HIKOBAHOTO €THIOBOTO CITUPTY HOPMOBAHMN
TPaHUYHO JIOITyCTHMHUM BMICT METAHONY (Crpan.) KOMHMBaeThCsA Bif 0.005 1o 0.03% 06. B mepepaxyHKy
Ha 0e3BOJHUH eTHIIOBUH cnUpT. B eTrmoBomy crupti copTy “JIFOKC” 1 TOpiTYaHUX HAIMOSX, BUTOTOB-
JIEHMX 3 L[LOTO CIUPTY, 3HAUEHHS Cppeu, METAHONY cTaHOBUTH 0.01% 06. B nepepaxyHKy Ha 6e3BOAHMIMA
crupT. OCKiTBKU coOpT criupTy “JIFOKC” € HaUTOMUPEHIIINM Y TTPOMHUCIIOBOMY BUTOTOBJICHHI ropiiada-
HHX HaroiB, TO caMe Ha 1€ 3HAYEHHS Crpau, MH OPIEHTYBAINCS B POOOTI.

KoHueHTpais MeTaHONIy B TECT-3pa3Ky MOPIBHAHHSA (Cpopis.) HA3MBAETHCA MOPOroBoto. Ii BennunHa
HOBUHHA OYTH 3a1aHa HUKYE Crpay HACTUIBKH, 1100 MMOBIPHICTH MPOITYCKY 3pa3KiB ropiyaHUX HAIoiB
3 BMICTOM METAHOIIy BUILE Crpey. (HEOAKAHMX PE3ylbTaTIB) HE MEPEBHINyBalla 3alaHy, HalpHKIaL,
5%. [Iponenypa OILiHIOBaHHS TIOPOTOBOT KOHIICHTpPAIIil B 3pa3Ky MOPIBHSHHS 3aCHOBaHA HA CTATUCTHIII
CIIOCTEPEKEeHb, il aNrOpUTM 1 NPUKIAIN 3aCTOCYBaHHS HaBEACHI B HAIIMX MONEPENHIX MyOIiKamiax
[23-26].

ExcnepuMeHTasibHa YaCTUHA

BuxopucroByBanu peakTuBH KBarmiikarii X. 4. i 4./1.a., PO3YHHHU SKUX TOTYBaJIl HA TUCTHIHLOBAHIN
BOJli. 2%-HMii PO3YMH AWHATPIEBOT COMi XPOMOTPONOBOi KuciHoTH; Kuciuid 1.5%-uii pozunn KMnOy i
20%-nii pozunH Na,SO; roTyBau Ta 30epiraiu 3riIHO METOIMK, HaBeAeHUX y [15]. Etunosuii cnupr,
99.6% 00., nepell BUKOPUCTAHHSIM JOJATKOBO OYHMIIYBAJIH 3a JAOIIOMOI0OI0 IIEPETOHKH Ta 3HEBOAHIOBA-
JIY 13 TIOJTAJIBIIAM 3aCTOCYBAHHIM MOJICKYJISIPHUX CHT 3 CHHTETHIHHX IEOMITIB TUITY NaA 3 po3mipom
nop 4.2 A [27]. UHCTOTYy OTpPHUMAHOro Iicisl TEPErOHKH Ta 3HEBOJHEHHS ETUIOBOTO CIHPTY,
99.85% 006., mepeBipsIM METOIOM T'a30Boi XpoMaTorpadii.

Metmnosuii cupT, 99.0% 00., 3acTocoByBanmm 6€3 MOMATKOBOI OYHUCTKH. BuXimHi po3uwHH i3
3MIHHMM BMIiCTOM METaHOJy TOTYBaJlM IIJISIXOM BHECCHHS aJiKBOTH PO3BEICHOTO BOJHOTO PO3UUHY
METaHOJy MOTPiOHOI KOHIEHTpawii B MipHi kKonou MicTKicTio 1 My, nogaBanu 0,4 MJI OUMILIEHOTO €TH-
JIOBOTO CIIUPTY Ta JOBOAWJIM 1O MITKH AMCTHIBOBAHOIO BOAOIO. B yciX HpUTOTOBaHMX pO3YMHAX
00’eMHa YacTKa eTaHoy aopiBHioBaa 40%.

Bci BunpoOyBaHHS MeTOOM XpomaTorpadii MpOBOAWIM, 3aCTOCOBYIOUM Ta30BHi XpomaTorpad
Agilent 7890A GC System 3 maccenekTuBHEM JeTekTopoM Agilent 5975C, aBrocammiepom G4513A;
kojonkoro Varian CP7723CP-WAX 52CP momxuHOO 50 M, BHYTPINIHIM iaMeTpOM KaImisapa
0.25 MM, mapom cranionapaoi ¢azu 0.2 MkM, 3 Hepyxomoro ¢azor 100%-T0 MONTieTUICHTIIIKOIIIO,
BupoOHunTa CLLIA. BumiproBaHHS MPOBOIWIN 332 HACTYIIHUX YMOB: HMIBHIKICTh MOTOKY ra3y-HOCis
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1.0 mn/xB; mogaTkoBa Temmnepatypa komonku 50°C, gani HarpiBanas go 100°C 3i mBuakictio 5°C/xB i
10 250°C 3i mBuakictio 40°C/xB; Temmeparypa imkextopa 250°C; Temmeparypa aerextopa 250°C;
koediieHT moauty motoky 1:10; 06’em podu 1 MKIL.

Inouxamopny peaxyiio (puc. 1) 6 po3uurax BUKOHYBaJIH 3TiTHO 31 cxeMoro [15]: y ckisiHI ipobipku
3 MpHUIUTI(POBAHIME KOPKaMH ITOCIIIOBHO BHOCHJIM 1O 2 MJI BHXIIHOTO KHcCoro po3unHy KMnOy,
0.2 MJT BUXIZTHOTO PO3YMHY METAHOINY MOTPiOHOT KOHIIEHTpAIil, BMICT MpOOIpoOK IMepeMillyBald i BU-
TpumyBaiu 3 xB. [loTiM BHOcH 1o 0.4 My BuxigHOro po3uuny Na,SOs (mi1st 3HeOapBIeHHS peakiiii-
HOTO CEpefOBUILA), IePEeMillyBall, JOAABAIH 10 4 MJI KOHLIEHTPOBAHOI CyJIb(aTHOI KHCIOTH, OLpa3y
K TepeMIllyBaI Ta MPOOIpKK MOMIIIaau Ha 2-3 XB B 0aHIO 3 XOJIOAHOI BOJOIO IS OXOJIOKEHHS
PO3uMHIB 10 KiMHaTHOI TemmnepaTypu. Jani B koxxHy npoOipky BHOcHIU 1o 0.1 M BUXiTHOTO pO34H-
HYy JUHATPIEBOI COMI XPOMOTPOTIOBOI KHCIOTH, BMICT MPOOIPOK PETENBHO MEPEMINTyBali 1 TIOMIIIIATN
y 0aHIO0 3 KUIUISTYOI0 BOI0F0 Ha 5 XB. [ToTiM mpobipku BUHMAIH i 0XOJIOIKYBAIH 10 KIMHATHOI TeMITe-
patypu B 0aHi 3 XOJIOAHOIO BOJIOIO MPOTAroM 8-10 XB.

VY Bunazaky aHanizy npoO ropildaHMX HamoiB MPUIOTYBaHHS 3a0apBJICHOTO PO3YMHY MPOBOIMIHN B
TaKWi K€ caMuil Crocib, aje 3aMicTh aJiKBOTH OJHOTO 3 BHXITHUX PO3YHHIB METAHOIY BHOCHIIH
(0.2 MJI TOpITYAHOTO HATIOKO.

IIpu nenpamomy pomomempuuHoMy GUSHAUEHHI MEMAHOLY, WO MICHUMbCSA 8 eMUI080MY CHUPHII,
rpaayoBaJibHI PO3YMHU FOTYBAJIHM aHAJIOTIYHO ONMMCAHIH BHILE NPOUEAYpi, a CBITIONOITIMHAHHS KOX-
HOTO 3 3a0apBJICHUX PO3YMHIB BUMiptoBaiu Ha (orokonopumerpi KOK-3 mpu A=570 HM B KioBeTax
TOBIIMHOIO (.5 CM BIITHOCHO PO3YMHY XOJIOCTOTO 3pa3Kka. XOJOCTUM 3pa3koM OyB €THUIIOBHH CIHUPT,
SIKUM TOYHO HE MICTUB METaHOIy, Ta MPOWIIOB abCONIFOTHO BCi CTafil MATOTOBKH, K i TpaayroBalbHI
po3umnm [15].

T'azoxpomamocpaghiune eusnauenHs emicmy MemaHony 6 2OpilyaHux HAnosx MPOBOAWIN 3TiHO
pexomeHmaniii [28]. Bmict MeTaHONY OIiHIOBa M 3a OTPUMAHOK TPAAYIOBAJIHHOK 3aJIeKHICTIO!
S =(3.63+0.13)-10° ¢ (R?=0.995). I'pamyroBansui posunay mictamu 0.005, 0.01, 0.02 i 0.03% 06.
METHJIOBOTO CHHUPTY B MEpepaxyHKy Ha O€3BOOHMN eTWIOBHM chUpT. [y mpUroTyBaHHS IpalyroBa-
apHEX po3unHiB amikBotu 0.1, 0.2, 0.4 1 0.6 Mi MeTHIOBOTO CIUPTY 3 KoHIEeHTpamieto 0.02% 06. BHO-
CWJIX J10 MipHOI KoJOu MicTkicTio 1.0 mut, momaBanu Bignosiguo 0.5, 0.4, 0.2 i 0.0 Ma aUCTUIBOBAHOT
BOJU Ta JOBOJIWJIN O MITKH OYMIIEHUM O€3BOAHUM €THJIOBUM CHHPTOM. JlocimxKyBaHi 3pa3Ku ropi-
JTYaHUX HAIOIB BBOIWIIH Y iHXKEKTOp XpoMmaTorpada 6e3 0yab-s1koi 00poOKH.

IIpu sizyanvromy mecmysanni IpoOIPKH 3 TPUTOTOBAHUMH 3a0apBIICHUMHU PO3YHHAMHE (i0JIETOBO-
ro KOJBOPY 3 Pi3HOIO IHTEHCHUBHICTIO PO3TAalIOBYBadd B INTaTuBi. CIOCTEpEKEHHS MPOBOIWIN “‘Ha
MPOCBIT” TIpH OOKOBOMY JIGHHOMY PO3CITHOMY OCBITJIEHHI Ha ()OHI apKyIia 0i1oro mamnepy, siKuil po3-
MIIIYBaJIM i KyToM 45 rpaayciB J0 CBiTJa, 10 MaJaB; 04l CIIOCTEepiradiB 3HaXOAWINCH BiJ IITaTHBA
3 mpobipkamu Ha Bigctani 30-40 cm.

Oyinky nopo2o6oi KoHyenmpayii Memanony y 3paskax NOPIGHAHHA NPOGOOUNU, CRUPAIOYUCH HA AJl-
eopumm [26]:

1) TortyBanmu TecT-3pa3zok (3abapBlIeHUH PO3YHMH MPOAYKTY iHAMKATOPHOI peakilii), Mo BiINOBigaB
Crpan(MeTaHOIy)=0.01% 00. B mepepaxyHKy Ha 6e3BoAHMI eTunoBHi cupT. el TecT-3pa3ok Ha-
3BaJI HOPMOBAHUM 3Pa3KOM.

2) ToryBamm TecT-3pa3ku, IO BiAMOBIJAIOTh MEHIIUM KOHICHTPALISIM METaHOIY (3pa3Ku MOPiBHSIH-
HA).

3) 7-10 cmocrtepiradiB BUSBISUIM iHTEpBal HEHAIIMHOCTI — 00JacTh KOHIICHTPAIll METHIIOBOTO
CIIHPTY, B SIKil YacTOTa BUSBJICHHs p0o301XKHOCTEH y 3a0apBieHHI 3pa3KiB MOPIBHSHHS Ta HOPMO-
BaHOTO 3paska, P(c;), 3mMiHtoBanack Big 0 mo 1. BepxHs Mexxa iHTepBaly BiAMoBizaia 3HAYCHHIO
Crpan, HIDKHSI M€Ka IHTEpBally BiANOBifanaa 00’ €MHiH 4acTLi METUIOBOIO CIUPTY B iHAMKATOPHO-
My PO34YHHI, pO301KHICT B 3a0apBICHHI SKOTO 10 BiHOIICHHIO 0 HOPMOBAHOTO 3pa3ka BCTAHO-
BUJIM BC1 criocTepiradi.

4) BusBneHuil iHTEpBan HEHaAIHHOCTI po30MBaNM Ha JeKinbka piBHIB KoHUeHTpauiil (k) 3 piBHUM
KOHIICHTpAIifHUM KpoKoM Ac. [[iist Ko>KHOI KOHIIGHTpaIlii ¢, 3a JormoMoror 15-17 HesanmexHuX
CIIOCTEpiradiB oepKyBaiu 0113bK0 50 pe3ysbTaTiB CIIOCTEPEIKEHD 3 TPHOX CKCIICPUMEHTATBHUX
cepiil (Tpudi TOTyBaJIM BC1 3pa3Ky MOPIBHSAHHS).

5) PoszpaxoByBaiu 4acTOTH BUSBICHHS PO301KHOCTEH B 3a0apBIleHH] 3pa3KiB sl KOHIICHTPAIIIH Cy B
KOXHIN cepil P(cyx) = ni / Ny, 1€ ny — 9UCII0 TO3UTHBHUX BiAMOBiNeH criocTepiravis, Ny — 3arajbHa
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KUTBKICTh BUNIPOOYBaHb B cepil. YcepeaHIOBalIM 3HAYCHHS YaCTOTH 3a CEPisiMH, PO3PaxOBYIOUH

P(Ck) Ta CTAHAPTHE BiJIXUIICHHS YaCTOTH.

6) BuxopucTOByIOUH cTaTHCTHUHI Kputepii x* Ta KomMoropoa-CMHEpHOBA A, EpPEBIpsIIH BiAMOBi-

IHICTH EMIIPUYHOI 3aIeKHOCTI P(ck) , TaK 3BaHOI KpHUBOI €(peKTUBHOCTI, MAaTeMaTHYHUM (PYHK-

isIM BIJOMHX PO3MOIIIIB (HOPMaIBHOTO, JIOTICTUYHOTO, JIOTHOPMAJIEHOTO, €KCIIOHEHITiIaThbHOTO,
Beiibyna).

7) OOpaBum BUI pO3MONiNY, P A0Bipyiid iiMoBipHOCTI P(c)=0.95 po3paxoByBaiu 3HaYCHHS MTOPO-
TOBOI KOHIIEHTPALIT Cropis,

Pe3ynbTaTt Ta ix 06roBopeHHnA

Ha mincraBi gocimikeHHS ONTHYHUX BIACTUBOCTEH MPOAYKTY peakilii sk B 96%-My eraHoi, TakK i
B 40%-1X BOIHO-ETaHOJBHUX PO3UYMHAX, BCTAHOBIIIM: TOJIOKEHHSI CMYTH ITOTJIMHAHHS HE 3MiHIOBa-
JIOCh, 3HAYEHHS A, BIATIOBimamu miana3zony 570-575 um (puc. 2 (a)); IHTCHCHBHICTH CBITJIOTIOTJIU-
HaHHS MPOYKTY PeaKIlii MpormopiiiHO 3pocTaia 31 301IbIIeHASIM KOHIIEHTPAIlil METHIIOBOTO CIHPTY B
JOCUTh HIMPOKOMY IHTEpBalli, A0 SKOTO MOTPAILUIIO 3HAYEHHS Crpay=0.01% 06. (puc. 2 (6)); kouip
MPOAYKTY Ta 3HAYCHHS Amax OYJIM CTAOUTLHUMH MPOTATOM 12 roauH.

I'panyroBanbHy 3anexHicTs onucano piBHAHHA A = (19.74 +£0.19) ¢ i3 koedilieHTOM Kopessuii
R*=10.992.

Hapami yci mocnipkeHHs! POBOAMIIH Y BOIHO-TaHOJIBHUX PO3UUHAX 3 00’ €MHOIO YaCTKOKO €TaHO-
ay 40%.

0,141
0,12 (a) 0,8 ©) .
0,101 061 .

< 0.08 <
0,06 0.41
0,041 024
0,021

500 520 540 560 580 600 620 0,01 0,02 0,03 0,04
A, M ¢(MeOH),% 06.

Pucynok 2. (a)—cHekTp NOITMHAHHA NPOJYKTY IHIMKATOPHOI peakuii (ioseToBOro KoIbopy IpH
¢(CH;0H) =0.01% 06. ta o@(EtOH)=40%; (6)—rpadix rpanyroBanbHOi 3anexHocti B 40%-oMy BOIHO-
€TaHOJBHOMY PO34MHi pu A=570 HM.

Oyinka nopo2o6oi KOHYeHMpayii Memanony y 3pasKy nOpiGHAHHS

3rifHO ONKCAHOTO BHIIEC AaJTOPUTMYy, BHUSBWIM IHTEepBaJM HeHaxdiiHocTi —Big 0.0072 1o
0.010% 06. MeTaHONTy B epepaxyHKy Ha 6e3BOAHMIT criupT. Moro BiIHOCHA IMPHHA, PO3PAaXOBAHA SIK
BiJTHOIIICHHSI Pi3HUIII BEPXHBOI Ta HUKHBOI MEX JI0 3HAUYCHHS HIKHBOT MEXXi KOHIIEHTpallil iHTepBay,
nmopieaioe 0.39. Jlane 3Ha4YeHHS MIMPWHU IHTEPBATY HEHAMIWHOCTI MEHIIE OIMHMWIIN, IO BKa3ye Ha
CTIMKICTh 00paHOi iIHANKATOPHOT peakiii 10 30BHIIHIX BIUIMBIB. 3 iHIIOTO OOKY, I TAKOTO BY3BKOTO
iHTepBany Oyino mocraTHhO HabOpatu 45-50 pe3yspTaTiB CIOCTEPEKEHb IS CTATUCTHYHOI OIIHKH
CnopiB- [29]

BusiBnenuii inTepBan HeHaaiitHOCTI po30mK Ha 8 KoHIeHTpalii 3 KpokoM Ac = 0.0004% 06. [pu-
TOTYBaJIA TPU CePil PO3UMHIB Ta JJIs KOXKHOT KOHIIEHTPALIT ¢, OTpUMaiH 1o 48 CIOCTepekeHb. Y KOK-
HIH cepii po3paxyBaal YacTOTH BHSBJICHHS CIIOCTEpIradaMH BiIMIiHHOCTEHW B IHTEHCHBHOCTI 3a0apB-
JICHHS! PO3YHMHIB BiJTHOCHO HOPMOBAHOTO 3pa3Ky, YCEpEIHUIIN 3HAYCHHS YacTOT 3a CepisMH Ta po3pa-
XyBaJIM X CTaHAAPTHI BiaxuieHHs (Tadm. 1).

TlepeBipuin BiANOBINHICTH eKCIIEPUMEHTAIBHOI 3alIEKHOCTI P(c ) B iHTepBasi HeHaiifHOCTI Ma-

TEMaTHYHUM (QYHKIISIM BiJOMHX PO3MOJLTIB: HOPMaJIbHOTO, JIOTICTHYHOTO, JIOTHOPMAaJIHHOTO, EKCIIO-
HEHIllaIbHOTO Ta (YHKIIsIM po3noziny BeiOyna, Jlamaca i [IyaccoHa, BAKOPUCTOBYOYH CTAaTHCTUYHI
kpurepii x° i Konmoroposa-CmuproBa A (Tabi1. 2). PO3paxyHKOBI 3HAUCHHS Y exen 1 Acxen 3ICTABISITH 3
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5%-MH TOYKAMM TEOPETHUHHMX PO3IOINB % i A Hpu umcii crymneHiB cBoGoau f=n—Z (n— uucio
KOHIIEHTpaIliil, Z — 9uciio mapameTpiB GyHKII po3noainy). Bun ekcriepuMenTanpHOT KpUBOi eheKTu-
BHOCTI BiZIITOBIZa€ TOMY Y IHITIOMY BHIY PO3IMOALTY, SKIIIO xzem < sz,f, Aexer < Ap .

Tabauns 1. YcepeaHeHi 3Ha4€HHs 4acTOT Ta iX CTaHAAPTHI BIAXWJICHHS B iHTepBaJl HeHaXiHHOCTI

c(CH;0H), % 06. | 0.0100 | 0.0096 | 0.0092 | 0.0088 | 0.0084 | 0.0080 | 0.0076 | 0.0072

P(c,) 0.000 0.124 0.248 0.373 0.559 0.746 0.872 1.000

510 0.000 0.061 0.244 0.143 0.209 0.477 0.458 0.000

Sk BUIUIMBAE 3 MaHWX TaOJWIl, 3HAYEHHS OOUYMCICHUX KPUTEPIiB ISl BCIX MOCHTIIHKEHUX BHUIIB
PO3MOIiTy MEHIIIE KPUTHUHUX, aJi¢ MIepeBary Bifaau po3Mo/iiaM 3 HAMMEHITMMH 3HAUCHHSIMH 004H-
CIIEHHX KPHUTEPiiB — JOTHOpMAILHOMY Ta posnofiry BeitOyna. O6GuncieHe npu AoBipYii HMOBIpHOCTI
P(c)=0.95 3HaYEHHS Cpopis. B 3pa3Ky NopiBHAHHSA cTaHOBUTH 0.0073% 00.

Tadanus 2. [lapamerpn Matemarnuynux QyHKuii 1 00'eqnanoi BUOipku (3HadeHHs KputepiiB npu P=0.95 ta
£=6: L. = 12.6; M. = 1.36)

. . ITapamerpu 2 Criopie,

DyHKLIA PO3NOALTY byrKmi X excn. Aexcen % 06.
m = 0.00857

HOPMAaJIbHOTO s = 0.00087 0.24 0.053 0.0073
m = 0.00855

JIOTHOPMAJIEHOTO s=010174 0.11 0.035 0.0073
- a=0.00748

€KCITOHEHIITHOTO b=000128 5.44 0.199 0.0075
. a=0.00857

JIOTiICTUYHOTO b = 0.00052 0.27 0.047 0.0070
a=0.00672

Beiibyna b=10.00213 0.13 0.031 0.0073

k=2.3578

Pesynomamu 6inapnozo mecmysanus 00OMilOKx MEmManomy

Jns mpurotyBaHHS TecT-3pa3Ka MOPIBHSHHA CHOYATKy TOTYIOTh BHXITHHH BOJHO-€TaHOJIBHHI
po3uuH MeTaHody 3 KoHueHTpauieo 0.0073% 06. y nepepaxyHKy Ha 0€3BOIHUM eTHIOBUH criupT. s
IIBOTO B MIpHY KOJIOY MiCTKicTIO 1 M1 BHOCATH 0.29 MJI BOZHOTO pO3YMHY METAHOJY 3 00’ €MHOIO Hac-
K010 0.01%, 0.40 MJI OUHIIIEHOTO €THUIIOBOTO CIIUPTY Ta JOBOASTH JIO MITKU JUCTUIHOBAHOKO BOJIOIO.

[ToTiM y ckisHY TpoOipKy 3 MpHUILTIPOBAHUM KOPKOM TOCTIIOBHO BHOCATH 2 M po3unHy KMnQy,
(0.2 MJT TPUTOTOBAHOTO BUXITHOTO PO3UMHY MeTaHoIy 3 KoHIeHTpatieo 0.0073% 06., a qam BUKOHY-
I0Th BC1 Ji1, 3a3Ha4eH1 BHIIE JJIsl IPUTOTYBAHHS 1HIUKATOPHUX PO3YMHIB.

BinapHe TecTyBaHHs JOMIIIKM METaHOJY MPOBEIH B Mpodax ropinku «Bo3gyx» Ta caMorony no-

MAaIllHBOTO BUPOOHHUITBA. [IpaBUIIBHICTh TECTYBaHHS MiATBEPIUIN METOJOM Ta30BOi xpomarorpadii
(Tabm. 3).

Tabauus 3. Pe3ynpratu OiHAPHOTO TECTyBaHHS Ta XpOMATOrpadiqHOTr0 BU3HAYCHHS METAHOINY Y MPodax ropii-
YaHWUX BUPOOIB

Bwmict metanony, % 00.
B MIEPEPAXyHKY Ha 0€3BOJHUHN ETHIIOBUN CITUPT

O06'exT aHamzy -
. I'azoBa xpomarorpadis
binapue TecTtyBaHHA (n=3: P=0.95)
T'opinka «Bo3myx»,
TM «HarionansHa ropimdana <0.01 (9.1 £0.6)-10™
KOMTaHisH»
Hamiit nomamraboro BUpoOHHMII- <001 (17 £ 2)10*
TBa (CaMOTOH)

56




H.O. Hikirina, O.0. Pemernsik, O.C. YUepnumoga, ['.C. Brnacenko, A.O. bens, A.B. [lanTeneiiMmoHoB

BUCHOBKM

IIpeacraBneHHi B cTaTTi pe3yibTaTH MiATBEPKYIOTh MOKINBICT PEKOMEHAYBATH METOIUKY Bi3y-
IBHOTO OIHAPHOTO TECTYBaHHS 3 BHKOPHCTAHHSM JIMIIEC OJHOTO 3pa3Ka IOPIBHSHHS ISl KOHTPOIIO
BMICTYy METaHOJY SIK B TOPUTYaHUX HAMOAX, TAaK 1 B €TWJIOBOMY clUpTi copty “JIrokc”. CTaTUCTUYHUM
METO/IOM OLIIHEHO 3HaY€HHsI IIOPOroBOi KOHLEHTpAlii METaHOIy y 3pa3Ky MOPiBHIHHSA Ui OiHApHOTO
tectyBaHHA — 0.0073% 00. y mepepaxyHky Ha 0e3BOAHMIA eTHIIOBUI ctUpT. OCKINBKH IS COPTIB €TH-
noBoro crnupty “Ekcrpa” Ta “Buimoi o4ucTKH” HOPMOBaHUH TPAaHUYHO JONMYCTHMHUH BMICT METaHOIY
€ BULIUM, HIX a7 copty “Jlrokce”, Ta cxinagae 0.02 ta 0.03% 00. B mepepaxyHKy Ha O€3BOAHUI CITUPT,
BimIOBigHO [21], TO 32 HEOOXIMHOCTI 3alPOIIOHOBAHA TECT-CHCTEMa MOXKE 3aCTOCOBYBATHCH TaKOX 1
JUISL KOHTPOJIIO BMICTY METaHOJY B IIMX copTax crmupTy. ['a3oxpomarorpadiyHuM METOJ0M J0BEACHO,
0 BisyalibHe OiHApHE TECTYyBaHHS METAHONY B 3pa3kax ropiTdaHuX HamoiB 3abesnedye MpaBHIIbHI
pe3yabTaTH.

SIkmo B pe3ynbTari OGIHAPHOTO TECTYBaHHS CIIOCTEpiradi BCTAHOBISATH, IIO: a) BMICT METAaHOJTY B
00'eKTi aHaNi3y OLIbIIE BEIUYUHHU Crpay 200 0) IHTEHCHBHICTH KOJNBOPY MPOMYKTY 1HIMKATOPHOI peak-
1[ii TPaKTHYHO 30iraeThes 3 KOJHLOPOM 3pa3ka MOPiBHIHHSA, TO HEOOXiTHO MPOBECTH KUThKICHUN aHai3
3 BUKOPHCTaHHAM IIATBEPIUKYIOUHX METOJUK, HAIPUKIIAA, 3aCTOCYBAaTH METOIMKY BU3HAUCHHS MeTa-
HOJTy METOJIOM Ia30BOi Xpomarorpadii.
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H.A. HukutnHa*, E.A. PewetHsak*, O.C. YepHbiweBat, A.C. Bnacenkot, A.A. bens*, A.B. lMaHTenerimoHOB*.
BusyanbHoe GnHapHoOe TecTpoBaHMe NpMMecein MeTaHormna B 3TUNOBOM CNnpTe.

* XapbKOBCKUI HaLMOHanbHbIA yHuBepcuTeT uMeHn B.H. KapasuHa, xumnyecknii pakynbtet, nn. Ceoboasl, 4,
XapbkoB, 61022, YkpanHa.

T MocynapcTBeHHoOe HayyHoe yupexaeHue «Hay4yHo-TexHonorndyeckui komnmnekc "MIHCTUTYT MoHoKpucTannos”
HAH YkpawnHbl, np. Hayku, 60, XapbkoB, 61072, YkpauHa.

B paboTte npegnoxeH cnocob KOHTPONS MPUMECU MeTaHomna B STUMOBOM CrMpTe-pekTudmkaTe n B ankoronb-
HbIX HaMUTKax, OCHOBaHHbIN Ha BU3yanbHOM GUHapHOM TECTMPOBaHWUKU C NPYMEHEHNeM OAHOro obpasua cpaBHe-
HWA. [INA CKpUMHWHIa cnupTocofepxalmx obpasLoB Ha codepxaHue mMeTaHomna BblIOpann UHANKATOPHYI peak-
LMo B3anmogenctemsa dpopmanbaernga (MPoAyKTa OKUCNEHWU MeTaHomna) C XpOMOTPOMOBOW KUCIIOTON. YCnoBus
NPOBEeAEHNS MHAMKATOPHOW peakunMn aHanorMyHbl U3BECTHOW MeToaMke Ans CreKTpodoTOMEeTpUYEcKoro ornpe-
AerneHusi MeTaHona: MeTaHoN OKUCAANM NepMaHraHaToM Kanus B KUCrown cpefe Ao dhopmanbaervaa; dopmarnb-
Jervg 3atem pearvpoBan C XpOMOTPOMOBOW KMCIOTOW B MPUCYTCTBUM ropsiyelt KOHLEHTPUPOBAHHOW CepHON
KucnoTel ¢ obpa3oBaHMeM npoAdykTa cdhuoneToBoro uBeTa (UBeT npodykTa cTabuneH B TedeHne 12 4). YcTaHoB-
MNEHO, YTO CMEKTP MOrNOLWEHNs NPOAYKTa peakumm He MEHSIeTCs Npu nepexofe oT 3TaHornbHbIX (96%) k BOAHO-
3TaHOMbHLIM pacTBopaM ¢ obbemHon gonen staHona 40%, MakcMMyM CBETOMOrMOLLEHNss COOTBETCTBOBAN ANuU-
He BonHbl 570 HM. Bce pganbHelilume nccrnegoBaHWsa NPOBOAUMM B BOAHO-3TAHOMbHBIX pacTBoOpax ¢ 06beMHoM
nonen ataHona 40%.

CornacHo HOpMaTMBHbIX [OKYMEHTOB, NpeAenbHO AOMYCTUMOe CoAdepXaHue MeTaHorna B 3TU/I0BOM crvpTe
copta “Iokc” (Hanbonee pacnpocTpaHEHHOM B arikOrofibHOM NPOMBILLNIEHHOCTU) U ankoroflbHbIX HamuTKax Ha
ero ocHoBe (Cnpen) cocTaBnsieT 0.01% 06. B nepecyeTe Ha 6e3BOAHBIV 3TUNOBLIN cnupT. Obpasel, cpaBHeHWs —
pacTBOp OKpaLleHHOro NpoAaykTa MHAMKaTOPHOW peakuuy — AoMkeH Obin COOTBETCTBOBATb KOHLIEHTpaLUuM MeTa-
HONa (Ccpasn) HWKE 3HAYEHUS Crpey HACTONBKO, YTOGLI PUCK OLLMBOYHBIX OTpULATESNbHBLIX Pe3ynbTaToB TeCTUpoBa-
H¥s He npesbicnn 5%.

[na oueHuBaHUS NMOPOroBON KOHLEHTPALMK (Cepasn) B OOpasLie CpaBHEHUS MPUMEHSNN CTaTUCTUKY Habnoge-
HWI. C 3TOW Lienblo roTOBUMM PacTBOP OKPaLLEHHOro NpoAyKTa, KOTOPbIN OTBEYan HOPMUPYEMOWN KOHLIEHTpaLumm
MeTaHoNa Cnpes=0.01% 06. (HopmMupyembli obpasel) n 06pasLibl CPAaBHEHUS C MEHLLUMMU KOHLIEHTPaLUsaMN Me-
TaHona. Habnopatenu BbIABUM MHTEpPBan HeHageXHOCTU — 0bnacTb KOHLEHTpaumin MeTaHona, B KOTOPOM Yac-
ToTa obHapy>XeHWs pasnuuMn B LBeTe 06pas3LoB cpaBHEHNS 1 HopMmupyemoro obpasua, P(c), MmeHsanack ot 0 go
1 — 01 0.0072 go 0.010% 06. meTaHomna B nepecyeTe Ha 6€3BOAHbBIV CNMPT.
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BbisiBNeHHbIN Anana3oH pa3bunu Ha 8 koHueHTpauui ¢ warom Ac=0.0004% o6. MNpurotoBunu Tpu cepun pac-
TBOPOB U AN KAXAO0W KOHUEHTpauun nonyyunnu no 48 HabnogeHuin. Mony4yeHHyo aKCrepuMeHTanbHy KpUBYHO
3hPEeKTUBHOCTM (YyCpeaHEHHY 3aBMCMMOCTb P(C)) npoBepunn Ha COOTBETCTBME MaTeMaTuyeckuM (OYHKUMAM
W3BECTHbIX pacnpefeneHnii: HopManbHOro, NOrMCTUYECKOro, NMOrHOPMAanbHOro, 9KCMOHEHLMAanNbHOro U YyHKLUN
pacnpegeneHus Benbyna, ncnonb3ys cratuctudeckme kputepum x2 n Konmoroposa-CmupHoBsa A. Kpusyio adp-
hEKTMBHOCTM Ny4lle onucanu TeopeTnyeckue (yHKUMU NOTHOPManbHOrO pacnpeaerneHvuss u pacnpegeneHus
Benbyna. BbluicneHHoe npu goBepuTenbHON BeposTHOCTM 0.95 3HayeHne noporoBor KOHUEHTpauum MeTaHona
B obpasue cpaBHeHusi coctaBuno 0.0073% o06. B nepecyeTe Ha 6e3BOAHbLIM ATUIMOBLIV CNUpPT. BusyansHoe 6u-
HapHoe TecTUpOBaHWEe NMpUMecH MeTaHona npoBenu B obpasuax ankoronbHbIX HanuMTKoB. MpaBUNBHOCTb TECTU-
poBaHUs NOATBEPAUINM METOLOM ra3oBoOW XpomaTtorpadguu.

KnioueBble crnoBa: MeTaHOs, 3TUMOBLIV CNUPT, ankoronbHble HaNUTKW, BU3yanbHoe GUHapHoOe TecTupoBaHue,
dopmanbaurng, XpoMoTponoBas KucroTa.

N.A. Nikitina*, E.A. Reshetnyak*, O.S. Chernyshovat, H.S. Vlasenkot, A.A.Bielia*, A.V.Panteleimonov*.
Visual binary testing of methanol contained in ethyl alcohol.

* V.N. Karazin Kharkiv National University, School of Chemistry, 4 Svobody sqr., 61022 Kharkiv, Ukraine
1 SSI "Institute for Single Crystals" NAS of Ukraine, 60 Nauky Ave, 61072 Kharkiv, Ukraine

A method for control of methanol traces in rectified ethyl alcohol and alcoholic drinks based on visual binary
testing using one reference sample was proposed. An indicator reaction of formaldehyde interaction (product of
methanol oxidation) with chromotropic acid disodium salt was chosen for methanol screening. The conditions of
indicator reaction proceeding are analogous as for the spectrophotometric technique of methanol determination:
methanol was oxidized to formaldehyde with potassium permanganate in an acidic medium; the formaldehyde
then reacts with chromotropic acid in the presence of hot concentrated sulfuric acid and forms a violet product
(color of this product is stable for 12 hours). It was established that the absorption spectrum of the reaction
product does not change on going from 96% ethanol to aqueous-ethanol solutions with a volume fraction of 40%
ethanol. The maximum light absorption of the reaction product corresponded to 570 nm. All further studies were
carried out in water-ethanol solutions with a volume fraction of ethanol of 40%.

According to regulatory documents the normalized limiting content of methanol (ciim) in ethyl alcohol of the “Lux”
grade (the most common in the alcoholic industry) and alcoholic beverages is 0.01% by by volume counted upon
anhydrous alcohol. The comparison sample (the solution of colored reaction product of indicator reaction) had to
be less than the normilized level on the value which providing the risk of false-negative test result not more than
5%.

To determination the threshold concentration of methanol in the comparison sample was applied the statistics
of observation. For the aim the solution of colored product corresponding to the normalized limiting methanol
concentration cjm = 0.01% by volume was prepared and comparison samples with lower methanol concentrations
were also prepared. The interval of unreliability was discovered with the help of observers. The frequency of
detecting of the difference in the color of comparison samples and normalized sample (P(c)) changed from 0 to 1
in this interval. The value of methanol concentration 0.0072% by volume counted upon anhydrous alcohol was
taken for the lower boundary of the interval and the value of methanol concentration 0.01% by volume counted
upon anhydrous alcohol was chosen the upper border of the interval.

This interval was divided on eight concentrations with step Ac = 0.0004% by volume. Three parallel series of
solutions were prepared and 48 observations for each concentration were received. The experimental efficiency
curve obtained was checked for compliance with the mathematical functions of the known distributions: normal,
logistic, lognormal, exponential and Weibull distribution function using the statistical criterions x? and Kolmogorov-
Smirnov A. The efficiency curve was described by the theoretical functions of the lognormal and Weibull
distributions. Calculated at a confidence level of 0.95 estimation of the threshold concentration for the comparison
sample was 0.0073% by volume fraction corresponding to anhydrous alcohol. The visual binary testing of
methanol trace in alcoholic drinks was carried out. The accuracy of visual binary testing of methanol was
confirmed by gas chromatography.

Keywords: methanol, ethyl alcohol, alcoholic drinks, visual binary testing, formaldehyde, chromotropic acid.
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