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Beenenne. B coorBetcTBIE ¢ feiicTByIOmMMY HOPMAaTHBHBIMH NOKYMeHTaMH [1-4] akkpenutopan-
HBIC HCIIBITATENBHBIC 1abOPATOPHH NOTKHEI ONMPEAENATh KONMYECTBEHHOE COLNCPIKAHHE B ATKOIrONh-
| HBIX HAIHTKAX CIELYFOIIHX JTeTy9IHX TOKCHUHBIX COCTHHEHHIL: aneTanbIerul, METHIIAUETAT, 3THIAIlC-
TaT, METaHOJ, 2-IPONaHoN, 1-nmponaxnon, H306y THIOBbIH CIIHPT, H-OyTaHOI, H30aMHUNIOBbIH cnupT. Kol-
UCHTPAlUs STHX COCMHCHUH BBIPAXXKAETCH B MUILTHIPAMMaX Ha JHTP (Mr/n) aGCOTIOTHOrO aTKOros
(AA). B psne HOpPMaTHBHBIX JOKYMeHTOB [1-3; 5-7] npeanonaraercs s KOJHYECTBEHHBIX pacyeToB
HCHOIR30BaTE MCTOX BHYTPCHHETO cTanapTa (BC). B xauecTBe MOCIEAHEro HCMOMB3YeTC IEHTAN-3-0J1.
ATBETEPHATHBON OBOIBHO CIIOXHOM npouenype BHecenus Bewiectsa BC B uccnenyemstii o6paser sB-
JIACTCA MCTO/ BHEIUHETO CTaHAapTa (abCOMOTHOM rpaxynposky). OCHOBHOMN HEJOCTATOK STOrO METOA —
BbICOKHE TPeOGOBaHMSA K CTaGHIBHOCTH 0GbeMa BBOIMMO# MpoGbl M CTaGHIBHOCT PEKHMOB paboThl
H3MEPHUTENILHOH allnapaTypel.

/115 TIONyHCHAS KOMHYECTBCHHBIX 3HaYEHHUH KOHLCHTPAIHH NpUMECCH B IIEPECYETE Ha JUTP abco-
JIIOTHOTO AJIKOT0jIsi TPeOYETCS ONpeNeUTh OGBEMHOE CONEPKAHHUE ITHIOBOTO CIHPTa B HCCIEAYEMOM
obpasue [1-4]. B pabotax [9-12] 6blna npeiIoxKeHa uaes HCIomMb30BaTh TAHON B KaucCTBE BHYTPECH-
HCTO CTAaRAApTa 111 KOMMYECTBCHHOIO ONPENCNCHHSA CONCPKaHHUs IPUMECE B aIKOTOMBHOM IPOIyK-
M. Bo3MOXKHOCTL HCIIONB30BATE YKa3aHHBIH METOXMYCCKUI MOAXON B NOBCEIHCBHOI NpaKTHKE aHa-
NHTHYECKUX JTabopaTopuit 06YCIOBICHA HATMYHEM Y COBPCMCHHBIX Ta30BbIX XpoMarorpadoB CHCTEM
PCTHCTpALNH € IIHPOKMM IHHAMHYECKHM JHANIA30HOM DCTHCTPALMH CHIHANOB IJ1aMCHHO-HOHH3ALH-
OHHBIX feTekTopos (ITNM). JIuncinbiii qnanason cospeMcHubix [TH], kak npasuio, Gonbine, gem 107,
Perucrpauus cursana or KOMIOHEHTOB IPHMECEH M OT OCHOBHOTO KOMITOHGHTA STAHONA IPOHCXOITHT
0e3 KaKHX-THO0 MCKAKEHMIA.

IKCIePHMEHTAILHEIE HCCIEA0BAHUS IO HCNO0AbL30BAHKIO 3TaHoa B KadecTse BC. Jkcnepu-
MCHTa/IbHBIE HCCIICAOBAHUSA ObIIH BHINIONHEHB! B Ia00PaTOPUH aHATUTHIECKHX UCCIENOBaHHI MHCTH-
TyTa A1epHBIX MpobieM Benopycckoro rocynapcTBeHHOTO YHHBEPCHTETA [13] Ha cepuitHOM rasoBom
xpomarorpade Kpucrann-5000, ocuamennom ITUJT.

Jl71s OLEHKM METPONIOTHYECKHX NIAPAMETPOB NPEIIOKEHHONO METOIHYECKOTO nozxxona Gwina crna-
HHDPOBAHA M BBIITOJHCHA CEPHS IKCIICPUMEHTANBHBIX HCCICHOBAHUH. TOYHOCTD OLIEHMBAIACh OKA3aTe-
MM MIPEHM3HOHHOCTH (CTAH/IaPTHBIM OTKJIOHCHHEM MOBTOPSEMOCTH H CTaHIapTHBIM OTKJIOHEHHEM
IIPOMEKYTOUHOH MPELU3UOHHOCTH) M TIOKa3aTeNsIMH IPABUILHOCTH (126opaTopHEIM CMEIIEHHEM).
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[MnanupoBaHie IKCICPUMEHTA MO OLICHKE MOBTOPAEMOCTH M IPOMEXKYTOYHOH NPEIIH3MOHHOCTH, a TakK-
e 00paboTka pe3yasTaToB ocyiecteasiucs no CTh UCO 5725-2-2002 [14].

.B nipoBenieHHBIX 3KCIIEpUMEHTaX Obijla HCIIONb30BaHA KaNHIUIApHas KoJoHKa Rt-wax nnuHOH 60 M,
BHYTpPeHHHUM fguameTpoM 0,53 MM u TonmuHo#i HaHecenHoH (a3pl 1 MkM. B npouecce ontuMu3anng
BPEMCHH H3MEPEHHS H YIOBICTBOPHTEIEHOIO Pa3pellcHHs ONpPELETseMbIX KOMIIOHCHTOB BbIOpaHa
CIIELYIONIAs TEMIIEPATYPHas MPOrpaMMa TEPMOCTaTa KOJIOHOK: HavaubHas u3otepMa mpH 75 °C (9 mum),
JUHEHHOe MOBBIIIEHHE TEMIEPaTyphl co ckopocThio 7 °C/mun 1o 155 °C ¢ KOHEeYHOM H30TEpMON NpH
155 °C (2,6 mun). B kauccTBe rasza-Hocureis ObL1 BbiOpaH a3oT. IToTok rasa cocraBian 2,44 MI/MHH.
Temneparypa umxekropa — 160 °C, temneparypa metektopa — 200 °C. Beon uccnenyemoro obpasua
B MHOXKEKTOp OCYIIECTBILICA KaK BPYYHYIO, TAK W C MOMOIIbI0 aBTOMaTHYECKOT0 J03aTOpa MKUIKHX
npo6 JTAX-2M. OGbem BBOAMMOH 1poObI cocTaBisan 0,5 MK npH KodGhHIUEHTE JeIeHUs MOTOKa
Ha BXxoj¢ B KOJOHKY 1 : 20. CTOMb BHICOKHI KOIQQUIIMCHT NENCHUS TOTOKA ObLI BBIOpaH C LEIBIO 10-
CTHXKEHHS YIOBICTBOPHTEIBHOTO Pa3JeNCHHS MEXKAY ITHKaMH 2-IIPONaHoia M 3TaHoa.

Bce uHI#BUMIYaIbHBIE CTAHIAPTHRIE COeqUHEH A ObLTH pHOOpeTeHbl Y KoMnaHuu Sigma-Aldrich,
Fluka (bepmun, I'epManus). CTaHmapTHBIE paCTBOPHI I TPaIyHPOBKH HpUOOpa H KOHTPOJIbHBIE 00-
pasusl s HCCAeNOBaHUH IOATOTOBJICHBI NyTeM N00aBICHHUS OTHENBHBIX CTaHTAPTHBIX COCAUHEHHH
B BOAHO-3TAaHOIBHBIE cMecH (96 : 4). XapakTepHble XpOMATOrpaMMBbl HCIOJIb30BAHHBIX CTaHIAPTHRIX
PacTBOpPOB NPEICTaBIIEHBI HAa pUC. 1-2.

I'panyupoBka xpoMmarorpada 3akji04aeTcsl B U3MEPEHHH OTHOCHTEIBHBIX (HAaKTOPOB OTKIMKA HE-
TeKTopa RF; V1A KaXIO0ro OMPEAEAsAEMOro i-T0 KOMIOHEHTA HCCIELYEMOro obpasua OTHOCHTEIIBHO
3TaHoa. YHuClIeHHbIe 3HaUYeHHS OTHOCHTENBHBIX (aKTOPOB OTKJIMKA JIETEKTOPA BHIYHCIIAOTCA H3 XpO-
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Puc. 1. Tunuunas xpomarorpamMma CTaHAAPTHOTO BOAHO-3TaHONbHOrO pacTBopa (40 % u 60 %). OTkaux merekTopa

Ha OCHOBHOM KOMIIOHEHT JTaHOI M Ha ONpeesseMble KOMIIOHCHTH NpPEACTaBiieH B JjorapupmudeckoM MacurTabe:

] — apmetansgerun, 2 — MeTdiauerar, 3 — 3THiaanerar, 4 — MeTaHol, 5 — 2-IponaHon, 6 — 3TaHon, 7 — l-mponaHodn,
8 — u300yTHNOBBIH ciUPT, 9 — H-OyTano, /0 — H30aMHJIOBHIH CUPT

ADC 4|8

Puc. 2. Ta e XpoMaTOrpaMma, 970 ¥ Ha pHC. 1, HO NPEICTaBICHAAA B IMHEHHOM MaciuTabe
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MaTOFpa(bH‘leCKI/IX JaHHbBIX AJI51 CTAHAAPTHBIX paCTBOPOB C H3BCCTHBIMU KOHICHTPAUUAMH ONpCACIAC-
MbIX KOMIIOHEHTOB U MOTYT OLITH BbIPDAXCHbI CJICAYIOHIMM YPaBHCHHEM!

st ASf 'C:S‘f
© o RR=fm/Pm_dn 1)
4 G A4 P

{

st st . st
rae Ai u Ap, — niomany nMKOB i-ro KOMNOHCHTA M 3TaHONA COOTBETCTBEHHO; C; — KOHIEHTpAIHs
i-TO KOMIIOHEHTA, BbIPaXKeHHas B MI/ (A A); pp, = 789300 Mr/n — noTHOCTH 3TaHoNna (AA).
KoHueHTpanus 114 i-ro KOMIIOHEHTA B HCCIICyeMOM 00pasiie ONUChIBAeTCA cleayomeH hopMyoH:

A
C; =RF; A—IPE,, )
Et
rae A; 4 Ag,— IWIOMWAIH TUKOB 714 i-T0 KOMIIOHCHTA H 3TaHOJIa COOTBETCTBEHHO.

[lecTs cTaHMAaPTHBIX BOIHO-3TAHONBHBIX PACTBOPOB OBUIH MPUTOTOBIICHBI BECOBBIM METOIOM JIJIs
TIOCTPOCHUS TPAIyHPOBOUYHBIX XapPaKTCPUCTUK M HAXOXKICHHUA BETHYHH COOTBETCTBYIOIIMX OTHOCH-
TEIBHBIX PAKTOPOB OTKJIMKA ICTEKTOPa. BBl HCHOMB30BaHbl 06PA3Lbl C MACCOBHIMHM KOHUECHTPALIHS-
MH MetaHona: 13; 20; 500; 1000; 5000 u 20000 mr/n B nepecuere Ha 1 1 6€3BOZHOI0 3THIOBOTO CIIHPTA
U JUIs BCeX APYTHX ONpeAe/sieMbIX KOMOOHCHTOB; 2; 5; 10; 100; 500 u 2000 mr/m.

Kax b1 cTangapTHBIA pacTBOp BBOIMIHM TPU pa3a. AHAIMTHYECKHE XapPaKTCPHCTHKH IOJTYYCH-
HBIX KpHBBIX KaJIHOpOBKHU IIpeacTaBlieHsl B Tabm. 1.

Tabnunna 1. AHANTHTHMECKHE XapAKTEPUCTHKH MOCTPOEHHBIX MPAAYMPOBOUYHbIX 3aBHCHMOCTEH

oo | Tt somrau | Qe | Kot g | Muuant et
AneTanbpaerunng 2,24-1990 1,559 0,9996 0,289
Mertunanerar 2,09-2000 1,517 0,9997 0,333
OTHaanerar 2,20-2094 1,247 0,9998 0,322
Meranon 13,0-20045 1,377 0,9999 0,394
2-Tlponanon 3,74-2033 0,914 0,9998 0,319
1-Ilpomanon 1,99-2094 0,809 0,9998 0,262
H3006yTHNOBBIH CHHPT 2,23-2000 0,674 0,9998 0,235
H-byTtanon 1,98-2000 0,737 0,9998 0,267
W30aMHIIOBBIH CITHPT 2,18-2073 0,681 0,9999 0,276

Kak BUIHO U3 JaHHBIX Tabn. 1, Koo dHuumenTs koppensnuu R? ais BceX KOMIOHEHTOB BHIIIE, 9eM
0,9996. 3nayenns npencnos oOHapykeHHs OBUIM ONpencsicHbl NMYTEM aHAJH3a XPOMATOrpaMM s
CTaHAapPTHBIX PACTBOPOB C MUHMMAJIbHBIM COJIEPXKAHHUEM ONpPEACIACMbIX KOMIIOHEHTOB. [1oTy4YeHHbIC
MUHHUMAIIbHBIE IPCAEbl JCTCKTHPOBAaHUA COCTAaBIAKT oT 0,235 Mr/n mis u300yTHIOBOTO CIMpTa
1 0,394 MI/n AN MeTaHoNA. ’

O6pa3saMu A1 ONCHUBAHHS IOBTOPSIEMOCTH M IPOMEKYTOYHOH NMPEIU3HOHHOCTH CITYKUJIM MPH-
TOTOBJICHHBIE KOHTPOJIbHBIE BOJHO-CIIMPTOBBIC PACTBOPHI C H3BCCTHHIMH MaCCOBBIMH KOHIICHTPALIUS-
MH ONIPENEIACMBIX KOMIIOHCHTOB.

brlaH Mcnonb3oBaHbl 00pa3lbl ¢ MACCOBBIMH KOHLCHTpAIIMAMHU MeTaHona: 5,9; 13; 23; 53; 63; 103;
1005; 5013 u 20000 mr/n B nepecyeTe Ha 1 71 6E€3BOXHOTO 3THIOBOTO CIHPTA U JUIS BCEX IPYTHX OIlpe-
Jensemplx komnonenTon: 0,6; 1; 2; 5; 6; 10; 100; 500 u 2000 mr/n B nepecuere Ha 1 1 6€3BOAHOrO 3TH-
noBoro cnupra. KonnenTparuu OblIM BHIOpaHbI Tak, YTO MEPEKPHIBANH BECH NHANA30H H3MEPCHHM
OTIpEACNAEMBIX KOMIIOHEHTOB, MIPEIYCMOTPEHHBIN METONHKOM BhiNonHeHHs u3Mepenuii (MBH). Bee
HU3MEPEHHA IPOBOIMINCE B YCIOBUAX ONHOH J1abopaTOpHH.

Jns xaxaoro oOpasna ObLIH BBIIIOTHEHD! 15 cepuii H3MEPCHHH B YCIIOBUAX IIPOMEKYTOYHOM HpEIH-
3HOHHOCTH (pa3Hbie ONEepaTophl, B pazHoe BpeMs, i = 1...15) mo 2 pe3ynprara eqHHHYHOTO H3MCPEHHUS.

3a pe3ynbTar IPHHUMAJIOCh CpeaHee apuhMEeTHYECKOE PE3YIbTATOB ABYX €IHHUYHBIX M3MEPCHHUI.
PesynpraTsl ObLIM NOXYY€HBI IO OOHOMY IPaIyHPOBOYHOMY IpadHKy I KaxXJOro KOMIOHCHTA.
Pe3ynpraTel M3MEpEHHH MacCOBBIX KOHIEHTpPAUHH MCCICIYEMbIX KOMIIOHCHTOB: alCTalbICTHAR,
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METIIAIETaTa, STHIaleTaTa, MeTaHoMa, CIIPTa H3ONPOIIHIIOBOT0, CIIHPTA IIPONHIOBOIO, CAUPTA H30-
OyTuaosoro, ¢mupTa Oy THIOBOTO H CHHUPTa H30aMHJIOBOI'O IPUBEACHBI B Ta0II. 2.

IMpoBepka yCTONYHBOCTH MPEAJIaracéMOro METOTHYECKOTO MOAX0HAa K pa306aBIeHHUIO HCCIEMYEMBIX
06pa3noB GbLTa CHCNaHa CICYIOMHM cnocoGoM. Tpu KOHTPOJIBHBIX BOQHO-3TAHONBHBIX PacTBOpA

" Ta6nuua 2. JKCHEPHMERTANLABIE IAHHDIE 10 BOCLMH KOHTPOJILHLIM PACTBOPAM

KoMnoHeHT Hpunncauuoe 3lia4cHHneE HsMepennoe 311a4YeHHe OTHnocHTENbHOE
KOHUEHTPauHH (Mr/m) KOHIENTpaiuH (Mr/n) oTknONeHH e, %

1,158 1,129 2,50

5,137 5,182 0,88

AleTalbIerna 10,11 9,921 1,87
99,64 93,86 -5,80
497,6 481,1 332

1989 2037 242

1,000 1,005 0,50

5,000 5,121 2,42
MeTunanerar 10,00 9,905 -0,95
100,0 96,35 -3,65
500,0 4849 3,02

2000 2042 2,10

1,047 1,072 2,39

5,234 5,374 2,67
DTunauerar 1047 10,45 -0,19
104,7 102,0 -2,58
5234 512,2 -2,14

2093 2115 1,02

5,975 6,044 1,15

53,07 53,51 0,83
Meranon 103,2 102,97 -0,22
1005 988,1 -1,68
5013 4987 -0,52

20045 20118 0,36

2,636 2,645 0,34

6,698 6,754 0,84
2-Tlponanon 11,78 11,77 0,08
103,0 101,0 2,13
509,0 503,2 ~1,22

2033 2047 0,69
1,047 0,997 —4,78

5,234 5,223 -0,21

1-TIponaron 10,21 10,23 0,20
103,2 100,2 -3,10
5234 5136 -1,87

2094 2125 . 1,51
1,000 | 0,971 2.90

5,000 5,033 0,66
H306yTHNOBLIN CTIHPT 10,00 9,82 -1,80
100,0 97,7 2,30
500,0 491 -1,80

2000 . 2032 1,60
1,000 0,991 —0,90

5,000 5,061 1,22
#-byTanon 10,00 9,89 ~1,10
100,0 97,10 2,90
500,0 491,0 -1,80

2000 2036 1,80
1,036 1,003 3.19
5,182 5,169 -0,25
HsoamunoBsiit cnupt 10,37 10,21 -1,54
104,0 101,0 -2,60
518,0 510,0 -1,58

2073 2110 - 198
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NpOaHaTH3HPOBAHEI OCTIe pa3baBneHus BoAoH B cooTHoueHHH 1 1 1 u 1 : 3. Tlomyyennsle pe3yabraThl
npeacTaBicHbl B Tabn. 3.

Tabnuna 3. IkcnepuMeHTaJIbLHbBIE JaHHbIE 0 HCCJIE0BANHIM YCTOHYHBOCTH METOa

L] OTHOCHUTE/ILHO pa3ﬁas.r1enml HCcaenyeMbix oﬁpazuon
Hsmepennoe 3snayenue M3mepenHoe 3navenue
TpunucanHoe 3HaYeHUe OTrnocurenslioe OrnocuTtensioe
Komnonent S KOHUEHTPALHHA I0CTE oTknoelHe, % KOHLEHTPALIHH NIOCHE eTkRONeENUe, %
pasbasnenus 1 : 1 (Mr/n) pasbaBnenns 1 : 3 (Mr/m)
10,11 10,34 2,2 10,50 3,8
AneTanpaerng 99,64 97,28 2,4 97,40 -7.3
497,6 483,3 -2.9 473,1 -49
10,00 10,25 2,5 9,78 -2,2
MeTunanerar 100,0 92,76 -7,2 89,17 -10,8
500,0 4637 -7,3 452 4 -9,5
10,47 10,18 -2.8 10,63 1,6
OTHNaneTat 104,7 100,0 -4,5 95,46 -8.8
523,4 489,6 -6,5 4773 -8,8
103,2 97,99 -5,0 95,18 -1.8
MeTtaHnon 1005 921,9 -8,3 904,1 -10,0
5013 4654 -7,2 4514 -9,9
11,80 11,63 -1,2 10,56 -10,4
2-IIponaHon 103,2 97,86 -5,2 93,13 -97
509,4 479,5 -5,9 463,7 -9.,0
10,21 10,36 1,5 10,01 _ -1,9
1-TIponanon 102,1 98,00 -4.0 96,23 -5,7
5234 4829 -5,8 483,2 =77
Fi306yTHIoRsi 10,00 10,42 4,2 10,35 3,5
crHpT 100,0 96,87 -3,1 94,32 =57
500,0 480,1 -4,0 471,5 5,7
10,00 10,17 1,7 9,98 -0,2
H-ByTanon 100,0 97,02 -3,0 95,21 -4.8
500,0 4829 -3,4 475,2 -5,0
H30aMHIOBAL 10,37 11,28 8,8 10,35 -0,2
— 103,7 103,0 -0,6 99,52 -40
518,2 509,0 -1,8 - 500,6 34

3akaroyenne. IIpoBesieHHas dKCIEpUMEHTAIBHAS AEMOHCTPALlHS BO3MOXKHOCTEH HOBOI'O METOIH-
YECKOT0 NOIXO0Na HCIIOAB30BaHHs 3TaHONA B Ka4eCTBE BHYTPEHHEr0 CTaHAapTa IPH aHAIHN3E JICTYYHX
TOKCHYHBIX COCAMHEHHMH B aJIKOTOIBHOH NMPOXYKUHHU NOATBEpANIa 3((EKTHBHOCT €r0 HCIIONb30Ba-
HHS B NOBCEIHEBHON IPAKTHKE aHATHTHIECKHX M HCIBITaTEeIbHBIX Jaboparopuii. [lapameTpsl coBpe-
MCHHBIX CCPHIHBIX T'a30BBIX XPOMATOrpaoB MO3BONAIOT C HEOGXOXHMON TOYHOCTHIO OJHOBPEMEHHO
PETHCTPUPOBATh NHMKH OTKJIMKOB MHKPOIpHMECEH H NMHK OCHOBHOIO KOMIIOHEHTa (3TaHOJA). AHAIU3
[TOJTy4E€HHBIX YKCIICPHMMCHTAJIBHBIX JaHHBIX CBHAETEIBCTBYET O BBICOKHX METPOJIOTHYECKHX MapamMe-
Tpax NpennoxeHHoro Merona. OTHOCHTENBHAS HEONPEACICHHOCTh H3MEPCHHS MacCOBON KOHIICHTpa-
LM} UCIIBITYEMBIX KOMIIOHEHTOB He npeBocxonut 11 %.

ABTOpBI BBIPAXKaIOT HCKPEHHIOK NPH3HATEIBHOCTE BCCM MHOIOYHUCIICHHBIM YYaCTHHKAM JAHCKYC-
CHH 34 MX KPHTHYECKHE 3aMEUaHHU, a TAK)KE 33 IPEJOCTABICHHBIC NI 00CYXJCHUSA DKCIIEPHUMEHTATb-
HBIE MaTE€pHATIbl H NOJAEPKKY Pa3sBUTHUSA JAHHOIO METOOMIECKOro MOIX0Aa.
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ETHANOL AS AN INTERNAL STANDARD FOR A QUANTITATIVE ANALYSIS
OF TOXIC IMPURITIES IN SPIRIT DRINKS

Summary

The experimental results on determination of metrological characteristics by a new methodological approach previously
proposed by the authors in the use of ethanol as an internal standard for the quantitative determination of toxic residues in al-
cohol drinks are presented. The analysis of the experimental data obtained shows the possibility of developing a new interna-
tional standard on quality control and safety of alcohol drinks on the basis of the proposed methodological approach which,
on the one hand, allows the reliability of the measured data to be increased significantly and, on the other hand, the measure-
ment process to be simplified greatly.



