HCNOJIb30BAHUE DTAHOJIA B KAYECTBE BHYTPEHHEI'O
CTAHJIAPTA TIPH TA30XPOMATOTPA®HUYECKOM
KOJIMYECTBEHHOM ONPEJIEJEHUHA COJEPKAHUS
TOKCHYHBIX MHUKPONPUMECEI B BOJAKE W CHUPTE
STUJIOBOM. OT WJIEU A0 BHEJAPEHHUS
B NOBCEJHEBHYIO HPAKTUKY

C. B. Yepenuua, C. M. Bbrukos, A. H. Kosanenko, A. JI. Ma3aHuk,
H. M. Cenemuna*, O. b. Cepequnckas®*

[IpaBuna mpreMKH P H3TOTOBICHUN BOJAKH U CIIHPTA STHIOBOTO PETJIAMCHTH-
PYIOT HOpEICNBHOE COACPIKAHME TOKCHYHBIX MHUKpompumecedi. B cootBerctBHE C
I'OCT 5363-93 [1], TOCT 5964-93 [2] u TOCT P 51652-2000 [3] nopmupyetcs co-
JCPIKAHUE CICAYIOINX MHKPONPHMECCH: albACIHJ VKCYCHBIH (aleTambACrHL), STH-
J0BBIH 3(UP YKCYCHOM KUCTOTHI (3TUIALCTAT), MCTHIIOBBIN 3(PUP YKCYCHOH KHUCIOTHI
(MeTHIaETAT), CIHUPT METUIOBBIM (METAHOM), CIIUPT U3OMPOIUIOBBIN (2-IPOHaHoN),
cnupTt mpornunosbi (l-mpomanon), cnupT K300YTUNOBBIN (2-MeTwA-1-mponanHo),
cnupt OyTunoseii (1-Oytanom), cnupt n3oammnoBel (3-Metun-1-OyTanon). AHamo-
THYHBIC MPABUNA MPHEMKH HA NPEACIBHOC COACPIKAHUC TETYUNX TOKCHYHBIX MHKPO-
MpyUMecel B alIKOTOJbHBIX HAMMTKAX (spirits drinks) coaep:kaTcsa B HOPMATUBHBIX J10-
kymenTax EC [4].

[Ipauna npuemxu kak B 'OCT, Tak u B HopmaTuBHEIX AokymeHTax EC, perna-
MEHTHPYIOT NPEACIBHOC COACPIKAHWE B OOBEMHBIX NPOLICHTAX A METAHOIA U B
MUILTHTPAMMax JJIsl BCEX OCTATIBHBIX MCPEUHCICHHBIX BBIIIC TOKCHIHBIX MHKPOTIPH-
Mecei B mepecueTe Ha Oe3BoubIi criupT (absolute alcohol).

J71s1 KOTHYECTBEHHOTO ONPEACTICHUS COACPIKAHNS TOKCHIHBIX MUKPOIPUMECEH B
BOAKEC W CIHPTS 3THIOBOM ObUT pa3paboTaH razoxpoMarorpauueCKuii 3KCIpecc-
meton o 'OCT P 51698-2001 [5]. B coorerctBuu ¢ 'OCT P 51698-2001 razoxpo-
Marorpaduueckoe ONpeaeICHUE COACPKAHUS TOKCUIHBIX MHUKPOIPHUMECCH BBIMOITHSI-
eTcs 1o abCcoNMOTHOH rpagyupoBke. MeTox abcomOTHON rpaayupoBKH odnamact ps-
JOM HEJOCTAaTKOB.

Bo-nepeuvix, HEOOXOANMO TPUTOTABIMBATH H B JATBHECHIIEM HCIOIB30BATh HE-
CKOITBKO TPaXyHPOBOYHBIX CMECCH. JTO BICUET 3a COOOH MPHOOPETCHHE XUMHICCKU
oco00 uncteix peaktnsoB. ['OCT P 51698-2001 mpeaycmarpuBacT MpUrOTOBICHHE
IPagyHpPOBOYHBIX CMECECH 3THUIIOBOTO CIHPTA C COACPIKAHMEM TOKCHYHBIX MPHMECEH
Ha YPOBHE CIUHHL MI' HA JUTP OE3BOAHOTO CIHPTA METOAOM MOCIEAOBATEIBHOTO
pasbaBiIcHUS TECPBOHAYATIBHO MPHUIOTOBICHHBIX TPagyHPOBOYHBIX cMeced ¢ O0lb-
M, nopsaka 1000 mr Ha auTp O€3BOAHOTO CHHPTA, COACPIKAHHEM HCCICAYEMBIX
TokcH4yHbIX npuMeceii. Ho mpuoOpereHue pekTHPHKOBAHHOTO 3THIOBOTO CIHPTA C
COJCPKaHUECM TOKCHYHBIX IpUMecel MeHee | Mr Ha auTp Ge3BOJHOTO CIHPTA B KOJIH-
YECTBE HECKOIBKUX JTUTPOB B MECAI] MPEACTABIIETCA BechMa npodmemaruuneiM. Kak
CIACACTBHUEC, BCC KOHTPOJIBHBIC jgabopaTopuu HeHTPoB ceprudukaimu (I'occranmapr),
LICHTPOB THTUCHBI U ODIICCTBCHHOTO 310poBhs (Mun3apas), criupT3aBoasl (MuHCEb-
XO3MPOA) BEIHYKACHBI MPON3BoAUTh 3aKkynky ['CO rpaayupoBOYHBIX PACTBOPOB BOAKH U
CIHPTA 3THJIOBOTO.

* PYII «Munck Kpucranm, berapyce.
** OAQO «HeBuHHOMBICCKHE A30T», Poccus.
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Bo-emopuix, cXOAUMOCTb, BOCHPOHM3BOAMMOCTE M TMOTPCLIHOCTb PE3yJIbTATOB
M3MEPCHUM CUIBHO 3aBUCAT OT HECTAOMIBHOCTU paboThl xpomarorpada, 00beMa BBO-
JUMOM MPoOBI, HeCTaOUIpHOCTH xuMHueckoro cocrasa I'CO mpu xpaHCHHH MOCIS
MEPBOHAYATBHOTO BCKPBITHS aMITY L.

B-mpemuux, TOCTPOCHHUE IPATYHUPOBOYHBIX TAaOTHIl TPEOYET 3HAYUTCIBHBIX TPY-
nozatpar. B cootserctBum ¢ I'OCT P 51698 nna moctpoeHms ogHOU rpaiyu-
POBOYHOMN TAONHUIBI HA CITUPT STHIOBBIH KM BOAKY TPEOYESTCS MPAKTHYCCKH OAHA pabo-
Yas CMCHa, a TPAIYHUPOBKY HEOOXOIUMO MPOBOAHTH HE PEHE OTHOTO pa3a B ABC HEICTH.

B cooteerctBum ¢ HopMmaTtmBHBIMH AokymeHTamMu EC [4] razoxpomarorpa-
(duyuecKkoe ONpeAcICHUE COACPIKAHUS TOKCHYHBIX MHUKPONPHUMECEH B aIKOTOJIBHBIX
HamuTKax (spirits drinks) BBIONHSACTCS C MPUMEHECHUEM METOJA BHYTPCHHETO CTaH-
mapra (BC). B kauecrse nobasku BC mpemmaractest ucnomap3osars pental-3-ol. s
ONPEACICHUS KOTHYCCTBEHHOTO COACPIKAHHUS NpUMEceH B mepecuere Ha OE3BOAHBINA
COUpPT TPeOyeTCs €Ie MPOBECTH WU3MEPEHHS MPOLEHTHOTO COACPMKAHUS STHIOBOTO
COHUPTA B HCIIBITYEMOM mpode [4].

Pance B pabGotax [6—10] Obiia Beicka3aHa WACS O BO3MOXKHOCTH HCIIONb30BAHUS
OCHOBHOTO KOMIIOHCHTA (PacTBOPUTEI) Al KOMMYESCTBEHHOTO OMPEACICHUS MpUMe-
ceii. Ha mpenmosxeHnprii MHCTUTYTOM SICPHBIX MpoOIeM METOA MONYYCH HATCHT
PecnyOmuku benapyce Ne 6801, Jlist npumMeHEHHST HOBOTO METOA B MCITBITATEIBHBIX
U KOHTPOJBHBEIX 1a00paTopHsIX Ha NMPOHM3BOACTBE HEOOXOIHMO MPOBECTH PaboTy IO
€ro MPaKTUUCCKOH arpodaliy M0 BO3MOXHOCTH MAKCHMATIbHO IMIHPOKUM KPYTOM HC-
CIICAOBATEICH B pa3HBIX I1abopaToprsix npH paboTe Ha pasHbIX mpudopax. Jms peme-
HHS TIOCTABJICHHOU 3aJa4H BBIOpPAaH rasoxpomMarorpaduueckuii aHaau3 cOXCPKAHUS
TOKCHYHBIX MUKporpumMeced B Bogke u cnupte 3TraoBoM mo ['OCT P 51698. Huxke B
padoTre moApoGHO OMHCcaHa MPOLEIYPa HCIOIb30BAHHS OCHOBHOTO KOMIIOHCHTA 3TH-
JIOBOTO CIIMPTA B KAYCCTBC BHYTPCHHETO CTAHAAPTA AJIS ONPCACICHHUS KOTHYCCTBCH-
HOTO COJCPAaHUS TOKCHYHBIX MHUKPOIPHUMECCH B BOAKE H CIUPTE ITUIOBOM, MpEa-
CTaBICHBI pa3pal0oTaHHBIC MAONOHBI 00paboTKH W3MEpPeHHBIX JaHHBIX. LI1aGmoHs!
MO3BOJAIOT Pa0OTATh UCCICAOBATEISIM € PA3THYHBIMU aHATUTHICCKAMH NPUOOPaMH B
CAMHOM CTHJIC. 33[aBaTh MCTOIMYCCKHE PEKUMBI padoTel mpubopa, obecreuuBarb
noctpoenue adcomorHor o 'OCT P 51698 u oTHOCHTENBHON IPagyHUPOBKU (OTHO-
CHUTCTIBHO 3TAHOIA), CO3MABaTh CLECHAPUH OOPabOTKH H3MEPEHHBIX XPOMATOrPamM,
BBIMTOJTHATD ONEPATUBHBIN KOHTPOIb KAUECTBA M3MEPCHUIH HEMOCPEACTBEHHO B pabo-
YeH mporpaMme, B HEH Ke CO31aBaTh MTOTOBBIC OTUCTHI B COOTBETCTBHHU C PYKOBOJ-
CTBOM 10 Ka4eCTBY HCHBITATCIbHOU naboparopuu. [IpennoxkeHnbie mabnoHsl M03BO-
JSFOT OCYLICCTBUTD MPHHLMUI, KOTAA PEe3yabTaThl padoTel 1-ro omepartopa 3a 1 cmeny
xpaniaTcsa B 1 daiine. Itu galinel MOIYT IEPEHOCUTECS € OJHOTO MPHOOpa Ha APYroi
MPOCTBIM KOMMHUPOBAHUEM, KaK 3TO JEIACTCS, HAMPHUMEP, C JOKYMCHTaMH B (opmare
Microsoft Word. Ilocne atoro ucciaeaoBaTeiu MOryT OSCOPEIIITCTBCHHO CPABHUBATH
U aHATHM3UPOBATh KAaK HEMOCPCICTBCHHO M3MEPCHHBIC DKCICPUMCHTAIBHBIC AAHHBIC,
TaK U pe3yabTaTsl 00pabOTKHU, BEITOJHCHHBIC HA PA3HBIX aHATUTHYCCKHUX NpUOOpax B
pasHbIX TaboPATOPHIX.

1. Ucnonb30BaHue 3TAHOJIA B KAaYeCTBe BHYTPEHHEro CTaHAapTa

XOpo10 HM3BECTHO, YTO MOBBIIICHUE METPOJOTHUYCCKUX XAPAKTCPUCTHK IOy -
YACMBIX PE3YJIBTATOB MOKHO JOCTHYL IMYTEM HCIONb30BAHUS METOAA BHYTPCHHETO
crannapra (BC). Tpaguuuonusiii noaxon ucnoab3osanus BC B jaHHOM cayuae mpo-
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OnematuucH. Bo-nepebix, HEOOXOAUMO OBITh 3aPAHCE YBEPCHHBIM, UYTO BEIICCTBO,
BBOAMMOE B KauecTBe BC, HE NMPUCYTCTBYET M3HAYAIBHO B QHATHU3UPYCMOM CMECH.
Bo-emopuix, pernaMeHTHPYIOIIUE TOKYMCHTHI IPEIy CMATPUBAIOT, YTOOBI KOJTHUYCCTBO
BBOAMMOM 100aBku BC Ob1TO 1O MOPSAKY BEAHYHUHBI CPABHUMO C COJACPIKAHHEM KC-
KOMBIX TipuMeceii. Ho Bo MHOrHX cly4asx KOHLCHTPALWH ONPEACICMbIX MpHMeceh
COCTABILIIOT THICSYHBIC U MeHee qonu mpoueHTta. Hanpumep, 'OCT 5363-93 Ha Boaky
u I'OCT 5964-93 Ha CrpT 3THIOBBIM PErIAMCHTHPYST COIACPIKAHUC AThICTHAOB U BBIC-
IIUX COHPTOB (CHBYIIHBIC MAC/A) HA YPOBHE HECKONBKUX MUJITATPAMM Ha JUTP OS3BOTHO-
r0 CIUPTA, & 3TO COCTABILICT MOPSIKA ACCATUTHICSIHBIX mpoueHTa. [IpobGnemaruiHocTh
BBITIOJTHCHHUS BBILIE YKA3aHHBIX TPCOOBAHUI BBIHYAWIO PA3padOTUHKOB JCHCTBYIOLICTO
I'OCT P 51698 orkazarscst ot metona BC v mpuMeHHTh METOA a0COIFOTHOM TPy MPOBKH.

Hcnonp3oBaHue 3TaHola B KA4CCTBC BHYTPSHHEIO CTAHAAPTA NPU XPOMAToO-
rpadpHuecKOM KOJIUICCTBCHHOM ONPEACICHUH COACPIKAHMS TOKCHYHBIX MUKPOIPUME-
ceH B BOAKE M 3THIOBOM CITHPTE MO3BOJIICT CYLMICCTBCHHO YIIPOCTUTD BCKO MPOLECAYPY
BBIMTOJTHCHISI H3MCPCHHUH, TaK KaK OTNAAacT HEOOXOAUMOCTh MPUTOTOBICHUS IPaIyH-
POBOYHBIX CMECEH M VCTPAHACTCS 3aBHCHUMOCTD MOJIYYACMEIX PE3VIBTATOB OTHOCH-
TCJAPHO HECTAOUIBHOCTH PaboThl Xpomarorpada u oObeMa BBOIUMOM poOsl. OToa-
JaeT HeOOXOIUMOCTD YacThIX 3akynok oopasuos I'CO u nmpoBeacHHE YaCTHIX rpagyu-
POBOK mpudopa.

Heo6xomumo o6patute BHUMaHUE HA TOT (aKT, UTO MCIOIB30BAHUC STAHONA B
kauectBe BC ectecTBeHHBIM 00pa30M BHITCKACT M3 TPCOOBAHHH HOPMATHBHOM JOKY-
MEHTALMH HA KOHTPOJIb KaUeCTBa aTKOTONbHON mpoaykiuu. B npasuiax mpuemku Ha
Boaky no 'OCT 5363-93 u Ha criupt 3tunossiii o 'OCT 5964-93, a takxke B HOpMa-
TuBHBIX A0KyMmeHTax EC [4] coaepikaHHE TOKCUYHBIX MHUKPOMPUMECSH HOPMHUPYETCS
HETIOCPEACTBCHHO B MepecueTe Ha OC3BOMHBIN CITUPT. 3aMETHM, YTO TaK KakK BOAA HE
PETUCTPUPYETCS IAMEHHO-HOHH3ALUOHHEIM JETEKTOPOM, TO HA U3MEPEHHOH XpoMa-
TOrpaMMe UCHBITYEMOro o0pasna cpa3y HpPEeACTABICHO KOMMYCCTBCHHOC COACPIKAHHC
3apErHUCTPHPOBAHHBIX MHKPONPHMECEH OTHOCHTENBHO 3TaHona. JlOMOIHHUTEITBHBIX
HU3MEPCHUH, CBA3aHHBIX ¢ HEOOXOOHUMOCTBIO OMPEACICHUS MPOLCHTHOIO OOBEMHOTO
COCPKAHUS STUIOBOTO CIUPTA B UCCIACAYEMOM o0pasie, Kak toro tpedyer m. 4.5.2.
I'OCT P 51698, B nanHOM cyuae yaxe He Tpedyeres.

Ha pucynkax 1, @ u 1, 6 npeacraBicHa SKCICPUMEHTAIBHO H3MEPCHHAS XpOMa-
torpamma ['CO 8404-2003 crapmaptHOro o0pa3ua COCTaBa PacTBOpa TOKCHYHBIX
MHKponpuMeceil B BoAHO-cIUpTOBOH cMmech (koMruiekt PC, obpazen PC-1). Metpo-
JOTUYCCKHE XapaKTCPUCTUKH H3MEPCHHOTO 00pa3nia NPeICTaBICHBI Ha PUC. 2.

3nech BaskHO OOpaTHTh BHHUMAHHC IMPOU3BOAMTE/ICH CTAHJAPTHBIX 0OOpPa3loB
I'CO 8405-2003 u I'CO 8404-2003, uro B macnopre ykazanubix I'CO Hapany ¢ KoH-
LIEHTPALHEH TOKCHUHBIX MUKPOTIPUMECEH B ¢ IMHMILIAX MI' HA 1 M’ BOJHO-CIIUPTOBOTO
pacTBopa CTOUT TaKXKE MPHUBOANUTh 3HAYCHHS KOHIICHTPALUA TOKCHYHBIX MHKPOIPH-
Meceil B ¢ IMHHIAX MT Ha 1 1M° GE3BOIHOrO CIMpTa.

2. I'paayupoBka npudopa

Ucnonp3yemsiii B ra30BoM xpomartorpade miaMeHHO-HOHHU3AHOHHbIH ACTEKTOP
(TN 1) nmeer pazmuuaromuecs k03(pQUIHCHTH YYBCTBUTEIBHOCTH K Pa3HBIM KOMITO-
HEHTaM HccireayeMex cmeceil. ['pamynposka xpomatorpada COCTOUT B HAXOXKIACHHH OT-
HOCHUTETIPHBIX KOS((HLMEHTOB YYBCTBUTEIBHOCTH JCTEKTOPA K KOKIOMY U3 UCCIICAYEMBIX
KOMITIOHEHTOB TOKCHYHBIX MUKPOIIPHMECEH OTHOCHTEIBHO KOMIIOHEHTA 3THIIOBOTO CIIHPTA.
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I'paayuposky xpomarorpada BHIMIOIHIIOT IO ATTCCTOBAHHBIM TPAAYHPOBOYHBIM
cMmecsM. B kauecTBe rpaayHpOBOYHBIX CMECEH MOXKHO ucnob3oBark kak ['CO cocra-
Ba PacTBOPOB TOKCHUYHBIX MHKPOTPUMECEH B ATHIOBOM crupte (komiuiekt PC) wmu
I'CO cocraBa pacTBOPOB TOKCHYHBIX MHKPOMPUMECEH B BOJHO-CIIUPTOBOU CMECH
(xommaekT PB), Tak 1 caMOCTOSITESIFHO TPUTOTOBICHHBIC BECOBBIM/OOBEMHBIM METOIOM
ATTECTOBAHHBIC CMECH.
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Puc. 1. Xpomartorpamma oopasna PC-1 u3 kommnekra I'CO 8404-2003: a — nst
TIPEACTABJICHUS BCEX 3aPETHCTPHUPOBAHHBIX MHKOB UCCTICAY EMbIX TOKCHYHBIX MHUKPOIIPHMECEH
W ITHKA 3TAHOIIA MAcITad MPEIACTABICHUS MO BEPTUKAIBHOH OCH BHIOPAH JIOTAPH(PMUIECKIM,

6 — XpoMaToTpaMMa Ta ke, HO MPSACTABJICHA B THHCHHOM MacmTade
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MACNOPT I'CO 8405-2003

1 OBLUME CBEJEHIS O I'CO

HAUMEHOBAHME T'CO: cTanzapTHbie 00pa3iil COCTAaBa PacCTBOPOB TOKCHYHBIN MHKPONpHMMECEH B BOIHO-CITHPTOBOI CMecH
(xomnaekT PB).

BBINYCKAETCH B cootsetctsim ¢ cepTiikatom o6 yTaepiaeHun Tina Ne 2755, nefcTeireasHbiz 10 22 moas 2008
HA3HAYEHHE I'CO: Tpanyiposka rasoBbix XpomaTorpadios i ¢OTODICKTPOKONOPUMETPOB MpH OTIPEIACIEHHI  CONCPARAHNA
TOKCHYHBIN MHKPOTIpMMECEH B BOKE: NMOBEPKA ra3oBbIN XPOMATOTPa)oB. KOHTPO!b MOTPEUIHOCTI METOAMK BhIIOTHEHS H3IMEpeHii
COZEPKAHHSA TORCHUHLIN MUKPOTIDHMECET! B BOAKE! ATTECTAUMS METOAHK BLINOTHEHHS H3MepEHHit

PA3PABOTYHKH I'CO: I'ocyzapcTeennoe HayuHoe yupekaenue "BeepoCCHICKHIT HayHHO-HCCIET0BATENbCKHi HHCTHTYT MHLLEBO
Grorexwonornn”  (FTHY  "BHUMIIBT").  (Qeaepansioe rocynapcTBeHHOE —VHWTapHOE  NpeanpisThe "Ypaneckud  HayuHo-
HCCHIe10BaTeNbCKHIT HHCTHTYT MeTponornn” (PIYIT "VHUHUM"),

H3IOTOBHUTEJIb 'CO: I'HY "BHUUIIBT"

2 METPOJIOTHMYECKHE XAPAKTEPUCTHKHM I'CO naptun Ne 13
2.1 Arrectosannsie 3uaueHus CO

Otosnauenne OrHocnrenshas
AtTecToBannas Xapakrepucrrka CO €HHHKLBI PB-1 PB-2 PB-3 NOrpeLIHoCTs
Gu3mteckoit aTTECTOBAHHOIO JHAYCHHS
BENHYHMHEL npu P=0.95
MaccoBas KOHLEHTPALIHS YKCYCHOrO anbiaeruia Mr/am’ 8.58 428 1.15 +50%
(auerankaeruna)
MaccoBas KOHLEHTPALHA METHIOBOrO 3gMpa yKCYCHOI Mr/n? 9,06 4.53 0.91 +5.0%
KMCIOTHI (METHIIAUCTATE)
MaccoBas KOHUEHTPALMA STHIOBOTO 3PNPa YKCYCHOT mr/mm? 8.83 4.41 0.88 +35,0%
KHCOTbI (3THAAUETATR)
ObbeMHas 011 METUIIOBOTO CITHPTA (METaHOa) % 0.0102 | 0.0053 | 0.0014 +5,0%
Maccosas KOHUEHTPAUHS H3IOMPONKIOBOrO CNMPTA mr/am’ 8.25 427 1.15 +50%
(2-nponanona)
MaccoBas KOHLIEHTPALIMS NPOMUIOBOTO CIHPTA MM’ 7.88 3.94 0.79 *5,0%
(1-mponanona)
MaccoBas kOHUEHTPaLHS H300YTHIOBOTO CIMPTA Mr/av’ 7.86 393 0,79 +50%
(2-metun-1-nponanona)
Maccopas KOHUEHTPaLMS BYTHI0BOrO CIUPTa MM’ 7.94 397 0.79 +50%
(1-6yranona)
MaccoBas KOHUEHTPALMS H30AMMIOBOTO CIIPTA Mr/am® 7.94 397 0,79 +50%
(3-metun-1-Gyranona)

Cpoxk roanoctu sxsemnasipa I'CO: | ron. Dxsemnasp CO nocie BCKpLITHA IEPBOHAYATEHOH YNAaKOBKM XPaHAT He Goiice 6 Mecsiues.

3 TEXHUMECKUE JAHHBIE. Matepuan I'CO xomnnekra PB npencrasnser coGoii BOJHO-CIIMPTOBYIO CMech 06bemHON nonei
3THAOBOTO crivpTa 40 %, MPUTOTOBNEHHYIO W3 CTIMPTA STHAOBOTO PEKTHHHKOBAHHOTO M3 MUILEBOTO ceipbst no FOCT P 51652-2000 u

JUCTHAIHP i BOZBI C uosam\'a.‘;m TOKCHYHBIX MUKporipumeceit. Matepuan I'CO pacdacosan no (15,0 £ 0,5) e’ 8
TEHUUMATMHOBBIE (IaKOHbI BMCCTHMOCTHIO 20 CM’, 32KPLITHIE MOJMITHACHOBHIMH KDLILIKAMH. KOTODBIC TEPMETHYHO NOKPLITHI CI0EM
napafuHa.

4 NOPAIOK IMMIPUMEHEHMUS. I'CO npumensior B cootserctaun ¢ [OCT P 51698-2000. FOCT 5363-93. TOCT P MCO 5725-6-
2002, MM 2651-2001, MM 2336-2002 1 uicTpyKiseri 1o npUMEHEHHUIO,

5 TPEBOBAHMA BE3OIACHOCTHM. ITo creneny BO3ACHCTBIA Ha OPralusM STHIOBKIf CIIMPT OTHOCHTCH K 4 KNacCy OMacHOCTH Mo
I'OCT 12.1.007-76. Tomeiuerue. B KOTOPOM NPOBoAsT padoTsi ¢ ['CO. A0MKHO ObITS 060pYNOBAHO IPHTOUYHO-BRITHNKHON BeHTHASLHET
no 'OCT 12.4.021-75.

6 KOMILIEKT ITIOCTABKMU: xomnekt I'CO, nacnopr I'CO.

7 CBUAETEJBCTBO O IPUEMKE
Jara seinycka ['CO naptin Ne 13 01.09.2006

KouTponep %/[(i fz}‘y/'I'.M. Ilenexosa

8 YCJIOBUsl TPAHCIIOPTUPOBAHMSL MU XPAHEHHUSL. I"CO crienyeT XpaHuTh B XOTOAHTHAKE npu Temneparype ot 4 °C a0
10 °C. TCO MOXHO NEPEBOINTH BCCMH BHIAMH TPAHCTIOPTA. B Ka4eCTBE TPaHCIIOPTHOM Taphl AOMKHBI GbiTh HCMONL30BAL! KOpoGKH 13
KapToHa MMM neHonnacta. Ynaxomka ¢ ['CO He 07 CPraThCs PE3KMM YIapaM, BO3ACHCTBMIO aTMOC(EPHBIX 0CAIKOB M
ArPECCHBHBIX XHMHYECKUX BEILICCTB.

9 TAPAHTHHHBIE OBH3ATEJXLCTB/?§$J§ FOBHTEE i CTA0WIBLHOCTh ATTECTOBAHHBLIX IHAYCHHUIT B Teuenue cpoka
Bl “Tpan! %

roaHocTH dk3emiuispa FCO npu coGmonenmy, HenoReHpoBanus 1 NOPAAKA NPUMCHEHHS.
10 MPUJIOXKEHHE. Mrctpyxius no npiyetie
4

Mupexrop THY "BHUUIIET" B.A. MMoasikos

OF e

Puc. 2. Tumosoit macmopt ['CO 8405-2003 Ha cTaHAAPTHEBIC 00PA3IIBI COCTABA PACTBOPOB
TOKCHYHBIX MHKPOIIPUMECEH B BOAHO-CIIMPTOBOM cMecH (koMIuiekT PB) ot THY
«BHUUIIET», r. Mocksa. KypcuBOM MpeacTaBICHBI KOHIECHTPAHMH TOKCHYHBIX

MHKPOIPHMECEH B MI/IM® B TIEPECUETE HA GE3BOIHBIN CIIUPT B TPESITOJIOKCHHH, UTO
00BCMHAS KOHIICHTPAIHS 3TAHOIA B JTAHHBIX BOJHO-CITUPTOBBIX PAacTBOPaX cocTaBieT 40 %.

Kaxk Toro tpedyror mpuemounsie 'OCT 5363-93, TOCT 5964-93 u I'OCT P 51652-2000
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3anuCHBAIOT XPOMATOTPaMMBl aHATH3a KaKIOH TpaxyHpoBOYHON cMecu. Peru-
CTPUPVIOT BpeMsl VACPKUBAHUS U IIOIIAIN MHKOB ONpeAcsieMblX BeecTs. Mavepe-
HUS BBIMONHSIOT HE MEHEE OBYX pas. ['pagyupoBOYHYIO XapaKTEPUCTHKY MOTYYAIOT,
oOpabaTbiBas TOJIYYCHHBIC OKCICPUMCHTAIBHBIC MAHHBIC METONOM HAMMEHBINUX
KBaJpaToB.

UnicrnieHHbIC 3HAUCHHUS OTHOCUTEIBHBIX KOS(MPHULHEHTOB OTKINKA JeTekTopa K;
noayuarorcs u3 xpomartorpadrueckux aaHHbix ['CO (arrecToBaHHBIX cMeced) ¢ H3-
BECTHBIMU KOHLICHTPALMAMH 3TAHOIA U UCCIACAYCMBIX MPUMECEH:

cert cert
_ g X i (1)
P Goert cert ?
Si X Et
cert cert .
rac Si nu Et — Iomagyd ITHKOB /-TO KOMIIOHCHTA M 3TaHOJ/Ia COOTBCTCTBCHHO,

X"u X5 — KOHIEHTPAIUHU i-TO KOMIOHEHTA H 3TAHOJIA COOTBETCTBEHHO.

Konuentpauusa C; [mr/n], 8 nepecuere Ha OE3BOAHBIN CIHPT, i-T0 KOMIIOHEHTA
B IMPOOE OMHUCHIBACTCS CJICTYIOLINM BhIPAKCHUCM
_ K-8 -Cpg
Sk

C.

1

; 2

rae S; u Sp, — IIOMAAN MHKOB i-TO KOMIIOHEHTA U 3TAHOJIA COOTBETCTBEHHO, K; —

KO3 QUIMEHT OTHOCHTENIBHOrO OTKIMKA ACTEKTOpAa Ans i-ro kommonenta, Cr,
KOHLICHTPALIMS 3TAHONA B MI/NI, B mepecuete Ha O6e3Boaubiid cnupt. [lpn HopMambHBIX
yeaosmwix Cp, = 789300 mr/m.

[Tony4yeHHEIC B pe3ynpTaTe NMPOBEICHHBIX 3KCICPUMEHTANBHBIX HCCIICAOBAHUN
OTHOCUTEITBHBIC KO3(P(UIHCHTE 1y BCTBUTEIBHOCTH NpeACTaBIcHbI B Ta0m. 1. Ucnbl-
tanug garsoro 'CO PB 6butn Bemomuensr 18-06-2007 B maboparopun PYII «ben-
I'MM», 21-06-2007 B nabopatopru PYII «Burebckuii JIB3» u 29-05-2007 B nabopa-
topuu PYII «bpecrckuii JIB3». Heobxoaumo oOpaTuTeh BHUMAHHE HA TO, YTO UMCHA
OMEPaTOPOB HEHM3BECTHHI, TAKKE HEU3BECTHBI PEKUMBI paboTel Xpomarorpador u
00BEMBI BBOIUMOM NpoOBl B HHXKEKTOp. PazmepHOCTh KO3 ULIHEHTa YyBCTBUTCIb-
HOCTH abCOMIOTHOTO B JAHHOM CIIydae UMeeT creayrouil Bua [(mg/L)/(pAxmin)].

MeTaHon u 3TaHON O0MAAAFOT OTHOCHTCIBHO ONM3KUMH (DH3UKO-XUMHUCCKUMHU
coiicteamu. M B 10 ke Bpems skcnepumenTanpHO uaMepenneie OCKO K; ama me-

TaHoda 3ameTHO Oombmie, ueM, Hanpumep, OCKO K, auneransaerunos u s¢upos, He
rosops yxe 0 OCKO K; a1 BCex OCTaTIbHBIX ONPEACIIEMBIX BBICIIUX CITHPTOB.

AHa.]'II/IS NOJYUYCHHBIX SKCIICPUMCHTAIIBHBIX JAHHBIX YKA3BIBACT Ha TO, YTO HUCIIBI-
TAHHBIC O6pa3LILI nMEIn paSJ'II/I‘IHbII\/'I KOJIMYCCTBCHHBIH COCTaB, XOTd macmopTa 6LI.]'II/I
BBIITUCAHBI OAUHAKOBBIC. I[J'IH BBIICHCHUA TIPUYUHBI BBISABJICHHBIX paCXO)K,Z[eHI/II\/'I HC-
00X0ANMO TPOBECTH CCPHUI0 MEKIAOOPATOPHBIX CIAMIHUTENBHBIX HcmbiTannid MCHU
aTTECTOBAHHOM CMECH, HO Pa3auTOM U3 OJHON €MKOCTH.
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Tabnuya 1
Pe3yabTarhl 3KCIEPIMEHTATBHBIX NCC/ICTOBAHNMI 110 OTIPEACICHITI0 0 THOCHTEILHBIX
KOPPUmmeHToB GyBcTBUTELHOCTH 0AHOI mapTtun 'CO 8405-2003,
Jlara Bemycka mapruan 15 or 22-03-2007

Koo duupentsr uyscrBurensoctn K, u K,
KommoHeHT

PVYII PVYII PVYII Cpenuue OCKO,
«beal UM «BurJIB3» «BbpectJIB3» 3HAYCHHA %

Kabs K K K K K Kgbs> <Kl>

i absl i abs i

I'CO 8405-
2003

AmpaeTHI VK- 1.628 1.734 1.730 1.698 3.6
CYCHBIM (are-
TaJBICTH)

MeTunosslit 1.530 1.641 1.552 1.574 3.7

3(up yKCyCHOI]
KHCIIOTBI (Me-

THJIALICTAT)

OTHIOBBIA 1.035 1.108 1.033 1.058 4.1

3(up yKCyCHOI]
KHCTIOTBI

(3THnanerar)

Crmpr MeTH- 1.220 1.292 1.349 1.287 5.0
JIOBBIH (MeTa-
HOJT)

Crmpr 3tHmno- 703 761 773 746 5,0
BBl (3TAQHO)

Crmpr m30- 1.015 1.003 1.022 1.014 0.9
TIPOIIOBbIN
(2-mponaxon)

Crmpr nporm- 0.719 0.729 0.737 0.728 1.2
JIOBBIN
(1-mponanomn)

Crmpr m300y - 0.542 0.540 0.533 0.538 0.9
TUJIOBbIN

2-wernn-1-
TIPOTIAHON)

Crmpr Oy Twio- 0.604 0.599 0.613 0.605 12
BBIA
(1-OyTanomn)

Crpr m3oamu- 0.578 0.574 0.591 0.581 1.6
TIOBBIH (3-MeTHH
1-GyTaHom)

3. AHajau3 odpa3ua

B ucnmaputens (MEKEKTOP) MHKPOLIIPHLIEM BMECTHMOCTBIO 10, 5 mmm 1 mm’
BBOAAT 1 MM 06pa3iia BOAKH MM CIIMPTA U BHIIOMHAIOT XpoMarorpaduueckoe pasac-
JeHUEe cMecH. Peructpupyior muku B 00nacTH BPEMCHH YICP)KHBAHHS, COOTBETCT-
BYIOLIETO KXXIOMY BELIECTBY IpagyHpoBOUHON cmecu. OOpasen aHATHU3HPYIOT ABa
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pasa B YCIOBUAX MOBTOPSECMOCTH B COOTBEeTCTBHHU ¢ TpeboBanmsamu MCO5725-1. 3a
Pe3VABTAT M3MEPCHUH NPUHHUMAIOT CpPeIHEapH(PMETHUSCKOS 3HAUCHHUE ABYX Mapan-
JICTIbHBIX ONPEICICHUN MacCOBOW KOHLICHTPALIMH /-T'0 BELIECCTBA, MONYICHHBIX B VCIIO-
BIIX TIOBTOPSICMOCTH, €CITH BEITIOTHACTCS YCIOBHE MPUEMIEMOCTH O HopMy e
2|C; - Cin]-100
<7, 3)
(€ +Ci2)

rae C;1,C;y — pesynpTaThl MapaiCIbHBIX ONPESACICHHA MACCOBOH KOHLCHTPALUN

i-rO BELIECCTBA B AHAMM3UPYEMOi pode, Mr/av’, 100 — MHOXKHTEb A MEPECUCTA B
MPOLIEHTAX; #; — MPEAEI IOBTOPIEMOCTH IS i-TO BEINECTBA.

Ecmu ycinosue mpuemiemoctd mo ¢opmyae (3) HE BBIMOIHSACTCS, BBISICHSIIOT
MIPUHHHBI TIPEBBIIICHUS TPEAeia MOBTOPSIEMOCTH, VCTPAHSIIOT MX U IOBTOPSIOT BBI-
MOJIHECHHE U3MEPEHUH.

Jns mepeeoaa KOHLECHTPALMH METHIOBOTO CITUPTA B CIUHHIBI OOBEMHBIX HPO-
LCHTOB Ha JTUTP OS3BOJHOTO 3THJIOBOIO CIHPTA HEOOXOAUMO MOIYICHHOC 3HAUCHHC
KOHIIGHTPALHH METHUIOBOTO CIIUPTA, BHIPAXKCHHOE B MI/AM’, Pa3Ac/IUTh HA BETHUUHY
00BEMHOM IIOTHOCTH METHIIOBOTO CIIUPTA B COOTBETCTBHU €O CIICAYIOLIHM BBIPLKCHACM:

X, (%] = C,, IMr/mv’] / p,,, [Mr/m’] * 100 % , €))

rJe BEIMYMHA 0OBEMHOMU IITOTHOCTH METHIIOBOTO CITUPTa 0,, pasHa 792800 MT/IM .

ITprveps! npencTaBIeHNS BHITOIHEHHBIX N3MEPSHUH TPEACTABICHEI HA puC. 3, 4.
B zakmaaxe Kanskyasrop I10 UniChrom B cronbue E otoOpaxkarorcst momy4ucHHbIC
3HAYCHUS CXOJUMOCTH 1O ABYM m3MmepeHusM B crosiduax B u C. B cronbue F oto-
OpaxkaeTcsl 3HAYCHUC KPUTEpHs MOIydeHHOH cxomumoctu. B crombuax J, K u L
MPEACTABICHB! PE3YIbTaThl KOHTPOIS HMOTPEUIHOCTH BBINOJHCHHEIX HM3MepeHni. s
MAaJTBIX KOHLICHTPALMH HCCIEAYEMBIX TTpUMeced CTUpTOBHIX pacTBopoB PC-3 xoBob-
HO YacTO MMCIOT MECTO HEYJOBICTBOPUTCIBHBIC KPHTEPHH CXOAUMOCTH H MOT'PEIIHO-
CTH U3MEPCHHH HCCIeAYEMBIX MpUMecel cmupToBbiX pacteopos PC-3 noBonbHO uac-
TO UMCIOT MECTO HCYAOBJICTBOPHUTEIIBHBIC KPUTCPHH CXOJUMOCTH H TOIPEITHOCTH
U3MEPEHUH.

4, 3akarouenue

[IpennoskeHHBIH METOX MOXKET OBITH UCTIOIB30BAH B KOHTPOJIBHBIX 1a00paTopu-
X THOOBIX MPOHM3BOIAMUTENCH, MOCTABIMUKOB M MOTPEOHUTENCH aTKOTOIBHOW MPOAYK-
LY, B [CHTPAX CTAHAAPTH3ALMKA U MCTPOJIOTHH, LICHTPAX TMIUCHBI, CAHUTAPUHA U 00-
IICCTBECHHOTO 3J0POBbS, B 3KCIECPTHO-KPUMUHATHCTHYCCKUX Tab0OpaTopusIx Mo Hc-
CJIEJOBAHMIO AJTKOTOJBHOM MPOAYKIHH.

BaxxHO OTMETHUTB, UTO MPEATOKCHHBIH METOIUUCCKUH MOIXOX MOXKET OBITh UC-
MOJb30BaH B MHOTOYHCICHHBIX razoxpoMaTorpaduueckux aHaIu3ax IO OIpeaese-
HUIO KOJMYECTBEHHOTO COAEPIKaHNA MUKPOIIPUMECEH B OCHOBHOM BemmecTse. Hanpu-
Mep, BXOJHOH M BBIXOAHOM KOHTPOIIb KOJMIECTBEHHOTO COACPIKaHM IIPUMECEH B Me-
TaHoJ¢, OyTaHOIE, MPOIAHOJIC, AMHUIIOJIC, TCKCAHE, TenTaHe, AeKkane, ocuzone [11, 12],
tonvone [13], xeunone [14-17], akpunonutprie [18], sBuammanerare u 1. . Llemoe
CEMEHCTBO CTAaHIAPTOB HA ONPEACICHNIE IPUMECEH B OPTaHIMUECKUX COSTUHEHIIX.
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Standard Solu

TCO 8405 No15 from Brest Winer

- 2@ =t o/ = p-m|[Mo-e 7
=] | B o || [l Report | # Macros | A Chromstogran | = caicustor | (&7 Properies s
"‘1” Iﬁl A*EADS'Z‘ZD :E:ﬁns E"‘f;;ﬂ} E”E"‘:‘j:‘w Signal Lm, Time. Lm. Signal Rm. Time R, Signal Fragm, dx Fragm. oY |
PR oovies  ogsto  2pasz 1405 it 2,36 00030/  11,39] 0,0032 10,152 0,0016 | trery: companertsof 1 |
5 |ty scetate opossn  opmTz 2785 1.04454 na Z 2Ix |
4 | methanc 04600 101986 47,8147 134761 g ke
5 |2-propanci 000483 ODEIET 380515 103125 0.0045-] g Smocth Peak search Peak et
6 |ethanol 1023,67377 440396762 769300,00000 1,00000 5 Library Calculate Repart Methad
7 |1-propanol oo 0oeFTe 247518 074388 z e =
& |ischutylaloohol 000479 0psEts 198518 053163 £ riermal standardl
9 |n-butanol 000477 0psse 2,535 0107 E E:szﬁxﬁ; e ]
000477 010012 217424 0,59251 £ jEanmas o
048! & Logarthmic retertion indices.
Extermsl cleulation mostize
Graduation Relative responss factors
[ Caliration eurve: | Reltive | Calioration | Concertration |LOG [ Formua | c Aversge relsive respanse factors v
11 lacetaldehyde |etamol (4)- Area Voluns (m] 17502 P -
2 |metylacetate  ethanol  (4)- Area Volume m] 18512 || 0-0040—
| 3 |ethytacetate  cthanol (49~ #rea Valume o 10328 Concertretion (780300
| 4 | methanol ethanol  (A)- Area Volume [m] 13482
| 5 |2-propanot elharol  (A)-Area Volume [m] 10174 M
| & |ethanol (8)-Area Volume. [u] 77313
| 7 |1propanol  ethanol (4)-Area Volume [m] 073045 al oy I oo [ weow |
B sobutyl alcohol ethanol  (A) - Area. Volume: o 053176 —
| 5| n-butanal etharol  (4)- Ares Volume fm] 061419 3 2
|10 |fsoamytalcohol _ethanol &)~ Area olume [m] ot . £ P £
< 2| 025 £ H H i
oo & w3 o H i
CIC 4 AIA 4y) = (1,73 AJA 4 ) + 2,90 H g Il 3 H 2 g z
§ & = g g 2 2 2
ooz R 20999435 R A ¥ 3 3
0.00001 z LI ™
B
R . I 1
5 coboon ostnos 00010 oootns Amsd | ez 2 1 piy ]
X[ Channel | +f- | Viskle [Colour | Siyle |Thckness|  Atersd |Jperetor| Detencs | Scenario | Sample | Mods | Name A
I O mm 2 125 31 28.08 2007 O SIG17858 - PB-3 - Vodka Standard Sokicn from Erest Ditlry - Catbration - Lisrary
=2 0O == o 1:44:4829.05.2007 [m] 51617853 - PB-3 - Votka Standard Soluion from Erest Distlery - Caltation
Bt O == 0 120405 29.05.2007 [m] 1617850 - PB-2 - Yotka Standar ! Soliion from Brest Distlery - Caltation
[t O mm — o 12231929.05.2007 m] 1617881 - PB-2 - Youka Standard Soltian from Erest Distlery - Calfration
s |1 O mm — o 1242.32 29.05.2007 [m] SIG17862 - PB-1 - Yodka Standard Solution from Brest Distilery - Calibration
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Puc. 3. Tlpumep pacuera MACCOBBIX KOHIIEHTPAIIUI TOKCUYHBIX MUKPOIIPUMECE B BOJIKE ¢
HCIIONIB30BAaHHEM OCHOBHOTO KOMITOHEHTA (3TaHOITA) B KAYECTBE BHYTPEHHETO CTAHIapTa

[(1)PC Kanua - PC-3 201B0101]

Puc. 4. IlpumMep TIpeICTaBICHAUST METPOITOTMUECKIX XaPaKTEPUCTHK BBITIOTHEHHBIX U3MEPEHUH
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B cBsi3u ¢ pa3paboTKOl U BHEAPCHUEM HIHPOKOIUATIA30HHOTO ACTCKTOPA IO Te-
IUTOTIPOBOTHOCTH (KAaTapoOMETP) MOSBICTCS BO3MOXKHOCTh PEaN30BaTh ra3oxpoma-
TorpadUUCCKUe M3MCPCHUS MO OMPEICICHUIO KOJIUUYCCTBCHHOTO KOMIIOHECHTHOTO CO-
CTaBa MPHPOJHOTO TOPIOYETO Tasza He Mo abCOTIOTHOM IpagyHUpPOBKE, Kak TOro Tpedy-
ot aevcteytomme ['OCT 23781 [19] u ISO 6974 [20], a ucnonp30BaTh OCHOBHOM
KOMITOHCHT MCTAH B KAYCCTBE BHYTPCHHETO CTAHAAPTA.
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THE BASIC COMPONENT (SOLVENT) AS THE INTERNAL
STANDARD IN THE CHROMATOGRAPHIC QUANTITY
DETERMINATION OF IMPURITIES

S. V. Charapitsa, S. M. Bychkov, A. N. Kovalenko, A. L. Mazanik,
N. M. Selemina*, O. B. Seredinskaya**

The method of the chromatographic quantity determination of impurities using the basic
component (solvent) as internal standard is proposed. The analysis of the experimental data
measured in the accredited laboratories of the Minsk, the Gomel and the Brest winery and dis-
tillery "Krystal" (Belarus) show the high metrology characteristics of the proposed method.

* RUE “Minsk Krystal”, Belarus.
** LLC “Nevinnomyssk Azot”, Russia
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