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B pabome nposeden ananus cyuecmsyiousell 6 mupe HOpMamueHoi 6ass. no obecneuerito KoH-
mpoas kavecmea u 6e30nacHoCmu anko201bHol npodykyuu. Ilpedcmagaensl pe3ysomamot Kcne-
PUMEHMAALHBIX UCCAEO08AHUT HO ORPEOCACHUI0 MEMPONOSUECKUX XAPAKMePUCmuK paree npeod-
AOHCEHHO20 A8MOPAMU HOB020 Memoduueckozo nodxoda «amaroa-BC» ¢ ucnoav3oeanuu smarona
8 Kayecmee 6HYyMpeHHe20 CMaHdapma npyu KoAu4eCmeeHHoM onpedeneHuu CoO0ePHCaHUA MoKCuH -
Hbix MuKponpumeceli 8 arkozonsHoli npodyxyuu. Tloayuennsie pe3ynbmamst yKasviéarom Ha 603-
MONCHOCMb PA3PAGomKcU H08020 MEXCOYHAPOOHO20 CMAHAAPMA GbINOAHEHUS UIMEPERUIL, RO360AAI0~
ue20, ¢ 0OHOU CMOPOHbI, CYWECMBEHHO NOBbICUMb YDOBEHb 0OCIMOBEDHOCIMU ONPeOensieMblX OQHHbIX,
¢ Opyeoii CMOPOHYL, 3HAYUMENBHO YAPOCMUMb CaMY BPOYedYDY 8binoaHeHUs usmepenui. Paspabo-
mannstii Memod «amanon-BC» moxcem Gbimb 1e2K0 HeOPeH 8 NOBCEOHEBHYIO NPAKMUKY AHAAU-
mudecKux U KOHmMpoAbHbIX Aabopamopui.

KONMMYECTBEHHOE ONPEAENEHUNE COQEPXXAHUA
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BHYTPEHHEINO CTAHAAPTA
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Baeaenne. /s o6ecriedeHUst KOHTPOJIA KauecTBa U 6€30T1aCHOCTH aJIKOTOJIbHBIX HAITUTKOB B COOT-
BETCTBUU C JEHCTBYIOIIMMH HOPMATUBHBIMY JOKyMeHTaMu [1—7] ucnbITaTe/IbHBIE TaGOpaTOpUH BO
BCEM MHpE JOIKHBI UCCIIEIOBATh KOMMYECTBEHHOE COJEPXXaHUE B AIKOTOJIBHBIX HATIMTKAX CIEAYIOIIHX
JIETYYHX TOKCUYHBIX COSAMHEHMM: alleTANBCTHI, METHIALIETAT, STUIALIETAT, METAHO, 2-TIPONaHoL,
1-npornano, U306y TWIOBBI CIIUPT, H-GYTaHOJ, U30aMWIOBBIHA cMpT. HerocpeacTBeHHO Ha CTMPTOBBIX
3aBOJIaX B IIPOMEXYTOYHBIX TEXHOIOTMYECKMX MPOIYKTaX KOHTPOIUPYETCH CYLIECTBEHHO GOMbILIee KO-
JINYECTBO TpUMeceil B CITMPTOCOAEPXALINX TIPoyKTax [6, 7]. KOHLIEHTpaLus UCCeayeMbIX IPUMeCei
PACCYMTHIBAETCS B MWUTMTPAMMAaX Ha JIMTP (MT/J1) 6e3BOLHOTO CIIUPTa (26COMIOTHOTO AIKOTONS — AA).

B HOpMAaTHBHBIX JOKYMEHTaX GONbIIMHCTBA CTpaH Mupa, Hanipumep B CIIIA [1, 2], B crpaHax EB-
pocorosa [3], W9 KOMMYEeCTBEHHBIX PacyeTOB MCIIONB3YETCS METOI BHYTPEHHETO CTaHapTa (BC).
B KavecTBe MOCIeTHETO MOXET ObITh BBEIEH, HATIpUMep, 3-nenrtaHon [1, 3] win H-6yTanon [2]. B npy-
rux crpanax, HanpuMep B CHI, Konr4ecTBeHHBIE pacyeThl BLIMOJIHAIOTCS Ha OCHOBE METO/d BHEIIIHE-
ro craHjapra (abcooTHoOM rpagyupoki — AT) [4-7].

MeToa BHELHErO CTaHIApTa SBJIseTcd Hauboee IIPOCTHIM B PEATM3aLIUH, OMHAKO eT0 IPUMEeHEHNE
HaKTaABIBAET BLICOKME TpeGOBaHMA Ha CTaGMILHOCTL paboTh! annapafypm U NISCTOAHCTBO 06beMa
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[ OLEHKA 1 KOHTPOAL KAHECTBA ]

BBOAMMOiA po6bI. [l MUHUMHU3ALIMK BMSTHUS HECTAGIBHOCTH paGOoThl M3MEPHUTENILHOTO MpHGopa
1 ocnabyieHus TpeOGOoBaHWHM Ha IOCTOSHCTBO 00BEMa BBOAMMOM NMPOOHI MPUMEHSIOT METOJ, BHYTPEH-
Hero crannapra (BC). Bb6oux cirydasx Uit MOTYYeHUs! KOTMYECTBEHHDBIX 3HAY€HUI KOHLEHTpaL1K
TIpUMece B riepecyeTe Ha JIUTP 6€3BONHOIO CIIMPTa TpebyeTcsl ONPEeaeUTh 0GbEMHOE CONEPXKAHHE
3TWJIOBOTO CITUPTa B UccaeayeMoM obpasue [4—7].

B [8] 6pu1a npeasioxeHa Haes UCMOIB30BATh STAHOM B KAYECTBE BHYTPEHHEIO CTAHNAPTA IS KOJIH -
YeCTBEHHOTO ONPEJIENICHHS COLlEpXKaHUA NPHUMECEH B AJIKOTOILHOM MPOAYKLIMH. DKCIIEpUMEHTAIIBHAS
anpobaums merona «3TaHon-BC» BeimonHena s [9, 10].

TeopeTHyeckue ocHOBBI MeToAa. OCHOBHOE OTJINYHE NPELIOKEHHOTO METOAMYECKOTO [TOJIX0/a «3Ta-
Hos-BC» 0T KiTaccuyecKoro MeToa BHYTPEHHEr0 CTAHlapTa COCTONT B CHENYIOLEM.

B ciryyae o6sraHor0 Metona BC kannbpoBka npubopa 3aKiodaeTes B 9KCIIEPUMEHTAIBHOM Ofpeie-
JICHHH OTHOCUTEJIBHBIX KOO PULIMEHTOB YyBCTBUTEJILHOCTH AETEKTOPA IS KaXIOTO i-I'0 HCCIIEAYEMOTO
KOMITOHEHTa oTHocuTenbHO BC, UncneHHbie 3HaYeHU 3TMX K03hdULIMEHTOB RF, onpenensiiorcsa u3
XpoMaTorpadryecKuX AaHHbIX U3MEPEHUI aTTeCTOBaHHBIX CMeceil ¢ 3BeCTHBIM CONEPKaHUEM HCCTie-
JYeMBIX i-X KOMITOHEHTOB Y BEIIECTBA BHYTPEHHETO CTaHAapTa 1o popmyiie

_ _j} s (MT/IT) _ 7 +C7 (Mr/)

i A:t Cist (MT/H) A.,-s’ . ;; (MF/JI) ’
re A" v Aj; — rowaan xpoMaTorpadM4eCKUX MMKOB /-I0 KOMITOHEHTA ¥ BHYTPEHHETO CTaHAapTa
COOTBETCTBEHHO, C,"(MI/) U ,’} (MT/A) KOHLEHTPALMY [-F0 KOMIIOHEHTA U BHYTPEHHETO cTaHnapTa
COOTBETCTBEHHO, BHIPAXXEHHBIE B MUJUTMTpaMMax Ha 1 J1 6e3BOIHOTO CITHpTa.

KoHueHTpauus i-ro KOMIMOHEHTa OTHOCUTENBHO 6e3B0AHOTO criupTa C, (MI/11) MOXET GBITh Mpe-
CTaBjieHa CJACAYIONIMM BhIpaxeHueM [3]:

(1)

q =_RE . i . CIS(Mr/JI)' ﬂ ,
A Strength
e A, ¥ A, — TUIOLAny XpoMaTorpahuIecKux MUKOB i-r0 KOMIIOHCHTA W BHYTPEHHETO CTaHAapTa
B MCCIENYeMOM 00paslie COOTBETCTBEHHO,C,. (MI/J) — KOHHIEHTpAaLHs BHYTPEHHETO CTaHAapTa,
Strength — conepxaHue 3TaHoja B 00pa3lie, BHIPaXEHHOE B 00bEMHBIX NPOLIEHTAX.
B HauieM ciaydae npUMeHeHUs MeToJia «3TaHoI-BC» dopmynbl (1) ¥ (2) MOryT OBITh TPeACTaBIEHb!
B CEOYIOLLEM BUAC:

2

REF = —’% / C,‘;-’: (Mr/n(AA) _ A -C (ar/1(AA))
A7 G (mr/n(A4)) A Py
rae C" (Mr/n(AA)) — KOHIEHTpalusl i-r0 KOMIIOHEHTa, BhIpaXeHHasi B MWIUTUTrpaMMax Ha 1 J1 6e3Bon-
HOTO CTIUpTa,p ., = 789 300 MI/11 — NJIOTHOCTH STAHOJNA.
Torna KOHLEHTpaLHs i-T0 KOMIIOHEHTA OTHOCHTENBHO 6e3B0NHOTO criupTa C, [MI/J1] MOXET ObITh
NpPENCTABIICHA CJIEAYIOIINM BEIPaXECHUEM:

(3

C, =REF- j’—' Pg. (4)
Et

CornacHo ¢opmyiie (4) BeTMUMHA KOHUEHTPALWHU /-IO KOMITOHEHTA BBIPAXEHa HEMTOCPENCTBEHHO
B MIJLTUTpaMMax Ha 1 Jt 6e3BogHoro crimpra. [IpoBOAUTE JOTIONHUTEIBHBIE U3MEPEHUSE OOBEMHOTO
COJIEpKaHMS STUJIOBOTO CITUPTA B 00pasue He TpebyeTcs.

B03MOXHOCTb UCIIONB30BaTh YKa3aHHBIM METOIUYECKUI MOAXO0/ B IOBCEAHEBHON MPAKTUKE aHa-
JIATHYECKHX JTaGopaTopuit 00YCIOBIEHa HAUTMYHUEM Y COBPEMEHHLIX ra30BbIX XpoMaTorpadoB CUCTEM
pETUCTPAlMK ¢ ILIMPOKUM AMHAMMYECKUM AUANA30HOM PErUCTPalH CUTHANIOB IUIaMEHHO-UOHU3a-
uyoHHbIx aeTekTopos (TTHU). TuHeiinbrit nuanason coppeMeHublx [TU]1, kak mpasuito, 6osble, Y4eM
107. Perucrpaiiys CHrHaja oT KOMITOHEHTOB IIPUMeECei M OT OCHOBHOTO KOMITOHEHTa 3TaHoJ1a IPOUC-
XOINT 0e3 KaKUX-TUO0 UCKaxXeHUH.

DKCnepAMEHTANbHbIC MCCIIET0BAHMA. /111 OLIEHKU METPOJIOTHYECKHX TTapaMeTpOB IPeUTOXEH-
HOTO METOAWYECKOro Nnoaxoja Gbuia CIJIAHMPOBAHA M BLITIOJIHEHA CEPUS 3KCIEPHMEHTATbHBIX
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[ MALLEBAS MPOMBILLAEHHOCTb: HAYKA M TEXHOAOViM ]

uccinenoBaHui. TOYHOCTh OLleHMBaIACh MOKA3ATENSIMHU NIPEHM3HOHHOCTH (CTaHZAapTHHIM OTKIIO-
HEHMEM NTOBTOPSIEMOCTH M CTAHAAPTHBIM OTKJIOHEHUEM TIPOMEXYTOYHOM IIPELIM3HOHHOCTH) U IT0-
Ka3aTeJSIMU NPaBHIBHOCTH (1aGopaTopHbIM.cMemeHueM). [iaHupoBaHue SKCIIepUMeHTa U 06-
paboTKa pe3yJbTaTOB MO OLEHKE MPOMEXYTOYHON NPEIH3MOHHOCTH OBIIH BBIIOTHEHD!
B cooTsercTBUM ¢ CTB UCO 5725-2-2002. [TpaBusibHOCTb (TaGopaTopHOe CMCILIEHHUE) OLIEHHUBa~-
jacs no CTB UCO 5725-4-2002.

OcHOBHas1 4aCTh SKCITEPUMEHTATLHBIX UCCEIOBAHUM 6bLia BHITOTHEHA B JabopaTopuu aHaIUTH-
4€CKUX uccrefoBaHnit IHCTUTYTa siiepHbIX pobieM Benrocynusepcutera (HUU A1 BIY). Arpo-
Gauus Merona 6bl1a BRINONHEHA TAKXE U B KOHTPOILHOM J1abopatopun PYII «Bob6pylickuit ruapo-
Ju3HblH 3aBoa» (PYII BI'3) npu aHamu3e roToBoO# MPOaYKLMH,

AHaJ13 06pa31I0B BLIMOJTHANICS Ha CEPUITHBIX Fa30BLIX XpoMaTorpadax Kpucrann-5000, ocHaien-
Huix [T/, B npoBegeHHBIX 3KCIepUMeEHTaxX GbITa HCIONB30BaHa KaluuispHast KojloHka Rtx-Wax
JTMHOH 60 M, BHYTpeHHHM NHaMeTpoM 0,53 MM ¥ TONIMHON HAHECEHHOMH daser 1 MkM. B nporecce
ONTHUMHU32UNHM BPEMEHH U3MEPECHHUS ¥ YAOBJIETBOPUTEIILHOTO PaspelieHUsl OTNpe/IeIsieMbIX KOMIIO-
HEHTOB BbIOpaHa clefylolas TeMIepaTypHas IporpaMMa TepMOCTaTa KOJTOHOK: HayaabHas H30TEp-
Ma nipu +75 °C (9 MMH), JIMHEHOE NOBBILIEHHE TeMITepatypbl ¢o ckopocTbio 7 “C/MuH 1o +155 °C
C KOHEYHOU U30TepMO# npu +155 °C (2,6 MuH). B kauecTBe rasa-HocuTens 6but BHIGpaH a3oT. [ToTok
rasa cocTaBisii 2,44 mii/muH. Temniepatypa HHXeKTOpa cocTas/isna +160 °C, Temueparypa aerexro-
pa +200 °C. BBoa uccienyeMoro o6pasia B MHXEKTOp OCYIECTBISUICS KaK BPYYHYIO, TaK U ¢ TOMO-
LbI0 aBTOMATUYECCKOTO fo3aTopa XHAKUX Npob JIAXK-2M. O6beM BBOAMMO#M 1Mpo6GbI COCTABSN
0,5 Mxs1 npu ko3 duimeHTe aeIeHHUS OTOKA Ha BXOJE B KonoHKy 1:20. Cronb BeICOKHH K03h DU~
LMEHT JeJIEHUs TIOTOKA 6bUI BLIOPAH C LI€JIbIO JOCTHXEHHS YIOBIETBOPUTENLHOTO Pa3LENeHIS MEX-
Iy TUKaM¥ 2-1poTiaHoa ¥ STaHoAa.

Bce nHauBunyanbHble cTaHzapTHBIE COEAMHEHMS GBUIM NPHOGPETEHB Y KOMNAHMHU Sigma-
Aldrich, Fluka (Bepaun, It epMaHust). CTaHNapTHBIE PACTBODB! 1Jisi KATMOPOBKHM NPUGOPa U KOHT- -
POJibHBIC 00Pa3LbI JUIS UCC/IENOBAHMIA GbUIM IIOATOTOBICHBI IyTeM A0BABAEHUS OTIAENbHBIX CTaH-
AAapTHBIX COEAMHEHHWH B BOLHO-3TaHONbHBIE cMecH (96:4). XapakrTepHble XpOMaTOIpaMMEI
HCIIOIb30BaHHbIX CTAHAAPTHBIX PACTBOPOB MPEACTABIEHB! B 1I0TapU(PMHUIECKOM U JMHERHOM Mac-
wrrabax Ha puc. 1, 2.

Ig(ADC) 6
6—
55—
4 4 .
1 2 3|5 7 8 9 10 11
— ] 1 L] T I ] L ] T l L] 1 T T
10 15 min

Puc. 1. XapaktepHasi xpomaTtorpamMmma cTaHAapTHOrO BOAHO-3TaHONLHOro pacTBopa (4 % v 96 %). OTknuk
JleTeKTOpa Ha OCHOBHOW KOMMOHEHT 3TAHON U Ha ONPeensiemMble KOMNOHEHTb! NPeACTaBeH
upmuseckom macwtabe: 1 — auetansnerun, 2 — Metunauerar, 2 — atunauerar, 4 — MeTaHOR,

— 2-nponaHon, 6 — ataKon, 7 — 1-nponaHon, 8 — nsoByTunoBelit cnupt, 3 — H-GyTaHon,
10 — naocamunoselii cnnpt, 171 — 1-nexTaxon ' bd
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[ oUEHKA 11 KOHTPOAS KAUECTBA ]

BecoBbIM MeTOIOM GBIIO MPUIOTOBIEHO CEMb ATTECTOBaHHBIX CMECEH C M3BECTHBIM COLEPXaHH-
€M UccrielyeMbIX MpuMecei. B kagecTBe BHYTpEHHETO CTaHAAPTa BO BCE CEMb CMeCei GbLI 10OaBIeH
l-nentaron. B Tabn. 4 npuBeeHb! BETMYHHBI KOHLEHTPALIMIT KOMIIOHEHTOB STHX CMECEHA.

ADC - 6

6000 4

5000—]

4000-5

3000

20003 1 2 3|5 7 i j‘ mﬁ 11
F T Ll 1 I 1) 1) L] 1 I ] 1 T T R

10 15 : min

Puc. 2. Ta xe xpomatorpamMma, 4To v Ha puc. 1,
HO NpeAcTaBNeHHan B MMHeNHOM MacwTabe

Tabauya 1. KORDEHTPaIHH aHAIU3NPYEMBIX KOMIIOHEHTOR BRIPAXKeHBI B MT/JI (AA)
(1-menTaHoJ 106aBJeH B KaYecTBe BHYTPEHHET0 CTAHIaPTA)

Konuenrpaums, mr/n (AA) OTHocutenbHas
KomnoHeHT reonpene-
VC-1 VC-2 VC-3 VCC-0 VCC-1 VCC-2 VCC-3 JIEHHOCTB, %
(P=0,95)
aLlCTANbACT U] 111 11,2 1,13 4275 1096 56,2 2,22 +3%
METHJIALICTAT 114 11,5 1,17 4397 1128 57,8 2,29 3%
STUJIALETAT 108 10,9 1,11 4173 1070 54,9 2,17 +3%
METaHOJ 1092 113,3 14,3 41995 10774 555,5 24,96 +3%
2-1IpOTIaHOJ 105 12,1 2,70 3991 1025 54,1 3,69 +3%
1-niponaHon 104 10,5 1,06 4012 1029 52,8 2,08 +3%
H300yTaHOI 103 10,4 1,05 3975 1020 52,3 2,06 3%
H-6yTaHON 106 10,7 1,08 4071 1044 53,5 2,11 +3%
H30aMHJION 106 10,7 1,08 4071 1044 53,5 2,11 +3%
1-nexTaHon 27,13 27,13 27,13 27,13 27,13 27,13 27,13 +3%

AtrectroBaHHbIe cMecH VC-1, VC-2 u VC-3 GbLTH UCITONB30BaHbI VTS IOCTPOEHHS KATMOPOBOYHBIX
XapaKTepUCTHK, a aTTectoBaHHBIe cMecu VCC-0, VCC-1, VCC-2, VCC-3 ¥ rocyapCTBEHHbBIE CTaH-
naptHble 06pasusl 'CO-8405, I'CO-8404 — nyia XOHTPOJIA TOYHOCTH MeToaa B cootseTcTBun ¢ CTH
N CO 5725-4-2002. i3aMepeHre KaX 0l UCTIBITYEMOM CMECH BHITTOMHSIOCH ABAXX/bI.

Kanmu6poBouHbie Ko3(pOUIMERTH! OTIPeeIINCDH TS BCEX TPeX PacCMaTpMBAeMbIX METONOB Pac-
yerta: BC, Al' u «3tanon-BC». B nepBoM ciyyae 1-neHTaHos 6bUT UCIIONB30BaH B KadecTBe BC B co-
orsetcTByH ¢ [1—3]. Bo BropoM ciryvae metos AT Mcnone3oBancs B cooTBeTcTBUM ¢ [4—6), B TpeTnem
cnyyae B kauectBe BC ObUT HCNIONB30BAH 3TaHON. AHAUTUYECKIE XapaKTEPUCTUKHU U3MEPEHHDBIX
KaTuOpOoBOYHBIX KO3((DHULIMEHTOB NPEACTABJIEHBI B Ta0N. 2, 3.
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[ MMLLIEBAS MPOMBILLAEHHOCTb: HAYKA 1 TEXHOAOTM |
Ta6auya 2. AHATHTHIECKHE XapaKTePHCTHEHN KaJn(POBOYHBIX KO3 DHIINEHTOB,
noxygernasie 8 HUU SAII BI'y
1-nenranon — BC * AT Stanon — BC
OTHOCUM— Kosdduuunenr OTHOC,"-
KOMIIOHEHT TesbHBIA ko-| Koadduunent dyBCTBITENE- Koagduument |Tesbubiit ko-| Koapduument |y rrr TT* (wr/x)

3¢ UIUEHT | KOppeNsInHy, KoppeJisitny, | apduiMent | koppesuum,

YyBCTBH- R? HocTH (Mr/1)/ R? YYBCTBU- R?

TEABHOCTH (HAXM"H-) TEAbHOCTH
alleTaIbAETU 2,396 0,9997 266,1 0,9997 1,710 0,9997 0,344
MeETHIalleTaT 2,491 0,9997 276,7 0,9996 1,779 0,9999 0,683
3TWIaLETaT 1,757 0,9997 195,1 0,9997 1,254 0,9999 0,322
METaHOoJ 2,133 0,9998 236,9 0,9997 1,523 0,9999 0,231
2-nponaHoj 1,400 0,9998 155,5 0,9997 0,999 0,9999 0,119
5TAHON 1,413 — 155,5 — 1 — —
1-nponaHon 1,179 0,9997 130,9 0,9996 0,841 0,9999 0,222
1300yTaHO 1,018 0,9998 113,0 0,9997 0,727 0,9999 0,178
H-6yTaHon 1,117 0,9999 124,1 0,9998 0,798 0,9999 0,189
A30aMUJION 1,030 0.9999 114,4 0.9998 0,735 0,9999 0,179
1-rieHTaHON 1 — 110,1 — 0,708 — 0,271

* MUHUMaJbHbIM Nipenen netektuposanus (MTI1J1).

Ta6aruya 3. AHaJINTHYECKHE XaPAKTePHCTHEH KaInOPOBOIHBIX KOG PHINERTOR,

nonyuenusie B PYII BI'3
1-nenranon — BC AT Iranon — BC
OTtHocH- K OTHoCUTENb-
KOMIOHEHT TeabHbIH KO- | Koaddununenr oapduimenT Kosdduument it koadpdn-| Koapduun- | oo L (Mr/n)
apHULMEHT | KOppessILMH, HYBCTBUTEIb- KOPPEJISLMH, | LIMEHT YyBC- | eHT Koppeasi-
YYBCTBH- R? HOCTX (Mr/m)/1 - R? TBHTEJb- umm, R?
TEJBHOCTH (nAxmuH) HOCTH
aleTaNbIeTun 2,238 0,9998 6177 0,9999 1,615 0,9999 0,255
METWIALIETAT 1,982 0,9999 5472 0,9999 1,430 0,9999 0,318
3TUIALETAT 1,504 0,9999 4152 0,9999 1,085 ,9999 0,236
METaHOJ _ 1,928 0,9999 5321 0,9999 1,391 0,9999 0,142
2-1IpOTIaHoN 1,325 0,9998 3657 0,9999 0,956 0,9999 0,106
3TaHOJ 1,404 — 3830 - 1 - —
1-niponaHoa 1,136 0,9999 3134 0,9999 0,819 0,9999 0,107
MU300yTaHO 0,990 0,9999 2733 0,9999 0,714 0,9999 0,081
H-OyTaHon 1,098 0,9999 3031 0,9999 0,792 0,9999 0,070
HM30aMIUION 1,028 0,9999 2838 0,9999 0,742 0,9999 0,064
1-1eHTaHoA 1 — 2726 - 0,712 - 0,059

CpaBHUTEIbHbIH aHaIU3 KaTMOPOBOYHBIX K03(dULMEHTOB, TONTyYeHHBIX B naboparopun HUU
SITT BI'Y u B KOHTpOJIbHOM NaGoparopuu PYII BI'3, npeactasieH B 1ab. 4. Pasnnyne Mexiuy OTHO-
CHUTENBHBIMH K03GbHIIMEHTaMM YyBCTBUTEILHOCTH He npeBbiuiaeT 20 %. B ciayyae npuMeneHus a6-
COJTIOTHOI IpayNpOBKM K03(D(GULIMEHTHI YyBCTBUTEIBHOCTY pasiiyaloTcs 6onee yem 19,8 pas.

Pe3ynsTaThl 3KCIIEPUMEHTATLHBIX H3MEPEHUH KOHIICHTPAIHA JIETYYMX KOMIIOHEHTOB B aTTeCTO-
BaHHBIX cMecsax VCC-1, VCC-2, VCC-3 1 MxX aTTeCTOBaHHbIE 3HAYeHHsI IPUBEIEHbI B Ta6M. 5, 6.

ITpoBepka yCTONYMBOCTH METOa OTHOCUTEJIEHO pa36aBieHus UcclieayeMoro oGpasiia Bofoii 6bina
BBIMIOJIHEHA CIIEAYIOLIMM 06pa3oM. BeMunHbI KOHLIEHTpaL Ui KOMIIOHEHTOB B aTTECTOBAHHOM BOJ-
HO-3TaHOJbHOI (4:96) cMecu VCC-0 6bU1M 9KCIIEPUMEHTATBHO M3MEPEHbDI [10CIIE pa3baB/ieHUs BOOM
B oTHomeHuu 1:1, 1:9, 1:99 u 1:999. [TonydyeHHblE IKCIIEPUMEHTANIbHbIE JAHHbIE IIPENCTABIEHbI
B Ta6x. 7. [laxe mocie pa3bableHus Boxoi ucxonHoi cmecu VCC-0 B 1000 pa3 pasiuume axcnepu-
MEHTATbHO U3MEPEHHBIX BETMYMH KOHLIEHTPAaLUH UCCeAyeMBIX KOMIIOHEHTOB He [PEBOCXOAMT aT-

TeCTOBaHHBIX 3HaYeHMIA Gonee yeM Ha 5 %. i
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Tabruya 4. Kann6poBoumnsie ko3 dunnenTsl, noxydennrie 8 HUH AII BT'Y n B PYII BI'3

[ oLieHKA 11 KOHTPOAS KadECTBA ]

s (Koadpduunenr uyscreurensnocty (PYII BI'3))/
Komnounent (Kospduument uyscrsurensnocrs (HUU 11 BT ¥))
1-nenranon — BC AT IraHon-BC
aleTalbIerna 0,93 23,2 0,94
MeTWIaueTaT 0,80 19,8 0,80
9TUIALIETAT 0,86 21,3 0,87
METaHOJ 0,90 22,5 0,91
2-niporiaHon 0,95 23,5 0,96
3TaHOJ 0,99 24,6 1,00
1-niponiaHon 0,96 23,9 0,97
u3006yTaHON 0,97 24,2 0,98
H-GyTaHoN 0,98 24,4 0,99
H30aMUION 1,00 24,8 1,01

Ta6ruya 5. Benwumnan: 9KCHepHMeRTaNbHO n3Mepennnrx (HHH AII BIy)
KOHIeHTPAIMif KOMIIOHEHTOB B ATTECTOBAHHLIX CMECAX VCC-1, VCC-2u VCC-3

Ne 2 (16) 2012

XID)Y;

Konuenrpauus cornacuo VisMepeHHast KOHUEHTpALH, Mr/a (AA)
KommnonenT cepTudukary, (oTHOCHTeIBHOE OTKIOHEHHE, %)
Mr/in (AA) 1-nentanon — BC AT dranon — BC
aLETAIbACTU 2,22 2,55(14,9) 2,38(7,2) 2,36 (6,2)
56,2 58,53 (4,1) 57,43 (2,2) 57,31(1,9)
1096 1201 (9,5) 1129 (3,0) 1163 (6,0)
MeTHNalETAT 2,29 2,48 (8,4) 2,32(1,2) 2,30(0,2)
57,8 61,82 (6,9) 60,66 (4,9) 60,54 (4,7)
1128 1211 (7,4) 1139 (1,0) 1173 (4,1)
3TUJALeTaT 2,17 2,42 (11,7) 2,26 (4,2) 2,24 (3,2)
54,9 57,08 (4,0) 56,01 (2,1) 55,90 (1,9)
1070 1181 (10,3) 1110 (3,7) 1144 (6,8)
METaHOo 24,96 26,81 (7,4) 25,03 (0,3) 24,79 (-0,7)
555,5 567,73 (2,2) 557,1(0,3) 556,0 (0,1)
10774 11766 (9,2) 11066 (2,7) 11396 (5,8)
2-nponaHon 3,69 3,91 (5,9 3,72(0,9) 3,69 (-0,1)
54,1 53,61 (0,2) 53,71 (=0,7) 53,60 (—0,9)
| 1025 1078 (—0,9) 1035 (0,9) 1066 (4,0)
| 1-nponanon 2,08 2,17 (4,2) 2,06 (—-0,8) 2,04 (-1,7)
’ 52,8 52,47 (-0,6) 52,56 (—0,4) 52,46 (-0,6)
1029 1076 (4,6) 1033 (0,4) 1064 (3,4)
I u300yTaHoI 2,06 2,35(13,8) 2,28 (10,5) 2,26 (9,5)
t 52,3 51,55 (~1,4) 52,70 (0,8) - 52,59 (0,6)
1020 1052 (3,2) 1031 (1,1) 1062 (4,1)
H-0yTaHON 2,11 2,35(11,2) 2,24 (6,1) 2,22 (5,0)
53,5 54,31 (1,4) 54,40 (1,6) 54,29 (1,4)
1044 1104 (5,8) 1060 (1,5) 1091 (4,5)
H30aMUION 2,11 2,16 (2,5) 2,06 (=2,3) 2,04 (-3,2)
53,5 52,56 (—1,8) 52,65 (-1,7) 52,54 (~1,9)
1044 1103 (5,7) 1059 (1,4) 1090 (4,4)
1-nenTanon 27,13 27,13 26 83 (-1, 25,90 (—4,6)
27,13 27,13 28,22 (4,0) 27,44 (1,2)
27,13 27,13 28,12 (3,6) 28,21 (4,0)



[ NMLLIEBAS MPOMBILLAEHHOCTE: HAYKA U TEXHOAOT WM |

Tabruya 6. BeruanHp 3KCIIepAMEHTAILHO usmepennsix (PYII BI'3) konnenTpamnii

KOMIIOHEHTOB B aTTeCTOBAaHHBIX cMecax VCC-1, VCC-2 n VCC-3

Konutenrpaums cornacto

*

HWsamepennas kouweHTpauus, mr/m (AA)

KowmrionenTt cepTudUKaTy, (OTHOCHTEJIBHOE OTKJIOHEHHe, %)
Mr/n (AA) 1-nenTason — BC AT Sranon — BC
aueTaIbIerua 2,22 2,46 (10,9) 2,39(7,7) 2,40 (7,9)
56,2 56,13 (—0,2) 54,87 (-2,4) 54,64 (-2,8)
1096 1144 (4,4) 1096 (0,0) 1114 (1,6)
METHJIALEeTAT 2,29 2,52 (10,0) 2,45 (6,9) 2,45(7,1)
57,8 58,93 (1,9) 57,59 (--0,4) 57,36 (=0,8)
1128 1180 (4,6) 1130 (0,2) 1148 (1,8)
3TUJIAUETAT 2,17 2,22 (2,4) 2,15 (=0,5) 2,16 (—0,3)
54,9 56,13 (2,3) 54,86 (0,0) 54,64 (—0,4)
1070 1132 (5,7) 1084 (1,3) 1102 (2,9)
MeTaHOo 24,96 25,66 (2,8) 24,94 (—0,1) 24,98 (0,1)
555,5 566,82 (2,0) 554,01 (-0,3) 551,76 (-0,7)
10774 11332 (5,2) 10851 (0,7) 11031 (2,4)
2-nponanoJ1 3,69 3,52 (—-4,7) 3,48 (—5,6) 3,49 (-5,4)
54,1 50,37 (—6,9) 50,23 (-7,1) 50,03 (-7,5)
1025 1050 (2,5) 1026 (0,1) 1043 (1,8)
1-nponaHo 2,08 2,19(5,2) 2,17 (4,3) 2,17 (4,5)
52,8 52,96 (0,4) 52,82 (0,1) 52,60 (—0,3)
1029 1066 (3,6) 1041 (1,2) 1059 (2,9)
n306yTaHoN 2,06 2,09 (1,5) 2,12 (2,8) 2,12(2,9)
52,3 51,50 (-1,5) 52,43 (0,3) 52,22 (=0,1)
1020 1034 (1,4) 1031 (1,2) 1048 (2,8)
H-OyTaHON 2,1 2,26 (6,9) 2,24 (6,1) 2,24 (6,3)
53,5 54,11 (1,1) 53,96 (0,8) 53,75 (0,4)
1044 1081 (3,5) 1056 (1,1) 1074 (2,8)
HM30aMUITON 2,11 2,24 (6,2) 2,22 (5,3) 2,23(5,35)
53,5 54,15 (1,1) 54,01 (0,9) 53,79 (0,5)
1044 1083 {(3,7) 1059 (1,4) 1076 (3,1)
l-nexTanon 27,13 27,13 27,72 (2,2) 27,65 (1,9)
27,13 27,13 26,92 (—0,8) 26,70 (~1,6)
27,13 27,13 27,96 (3,0) 28,31 (4,3)

Tab6auya 7. IKCIEPUMEHTATLHO M3MePeHHbIe BeJIMIMHbI KOHIIEHTPANMH HCCIeyeMBbIX
KOMIIOHEeETOB B aTTecTOBaHHOM cMecH VCC-0 nmocie pas6aBiaenssa BOJOM B OTHOINEHHH

1:1,1:9, 1:99 n 1:999

KonuenTpa- W3smepennas KOHIeHTpauus, Mr/a (AA)
s coryac- (OTHOCHTENBHOE OTKIOHEHHE, %)
Komnonent HO cepTudu- 6 6
KaTy, Mr/n | 6es pasbabnenus | pasbasnenue 1:1 | pas6aprenue 1.9 | P33 izgrgeﬂue pas ﬁgggﬂue
(AA) ) ’
aleTabICTUA 4275 4556 (6,6) 4451 (4,1) 4340 (1,5) 4406 (3,1) 4280 (0,1)
METHJIAlIETaT 4397 4436 (0,9) 4127 (—6,1) | 3961(=9,9) | 4002 (~9,0) | 4292 (=2,4)
STUAleTaT 4173 4253 (1,9) 4018 (—3,7) | 3780(—9,4) | 3762(-9,8) | 4107 (—1,6)
METaHOJ 41995 42586 (1,4) | 40462 (—3,7) | 39043 (=7,0) | 38645 (—8,0) | 38764 (=7,7)
2-1ponasoin 3991 4112 (3,0) 4000 (0,2) 3875(=2,9) | 3866(—=3,1) | 3818 (—4,3)
| -iponaHon 4012 4076 (1,6) 3973 (=1,0) | 3868 (=3,6) | 3862(-3,7) | 3820(—4,8)
1300yTaHOJ 3975 4049 (1,9) 4007 (0,8) 3904 (—1,8) | 3903 (-1,8) 4140 (4,1)
H-OyTaHOA 4071 4174 (2,5) 4096 (0,6) 4012 (=1,4) 4107 (0,9) 4024 (-1,2)
W30aMWION 4071 4458 (9,5) 4412 (8,4) 4318 (6,1) '| 4479 (10,0) | 3937 (-3,3)
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[ OLEHKA 11 KOHTPOAS KAUECTBA ]

HanbHeiiniee HCCIeAOBAHUE TOYHOCTH METOMA ObUIO BLIITOJTHEHO C HCHONB30BaHUEM I'OCYyIapCTBEH -

HBbIX CTaHAApTHBIX 06pa3iios CO-8404 u I'CO-8405. IonyueHnsie 3KCIEPUMEHTAIbHbIE TaHHBIE
TIpUBEIEHEI B Tabn. 8§, 9%

Tabruya 8. IxcepuMeRTANBHO H3MEPEHHBIE Be IMIHHBI KOHIeHTPAUHI
HCCNeAyeMbIX KOMIIOHEHTOB B FOCYJaPCTBEHHBIX CTAHAAPTHHIX
o6pasnax I'CO-8404

K Konuenrparms cornacio cepu- Waepertas KoKLieHTpalus, Mr/JL (AA)
OMIOHEHT uxaty, mr/n (AA) (OTHOCHTeJIbHOE OTK0HEHHE, %)

1-nentaron — BC Jraxon — BC
aneTaIbIeryn, 4,48 4,29 (—4,3) 4,33 (-3,4)
METHJIALIETAT 4,79 4,88 (1,9) 4,93 (2,9)
ITHIAUETAT 4,69 4,38 (—6,5) 4,43 (-5,5)
METaHOJI 56,16 54,95 (=2,2) 55,51 (-1,2)
2-nporaHo 5,42 5,22 (-3,7) 5,27 (—2,8)
1-nponaxon 4,17 4,17 (0,1) 4,22 (1,3)
n306yTaHON 4,17 4,44 (6,5) 4,49 (7,6)
H-6yTaHon 4,17 4,31 (3,49) 4,36 (4,5)
M30aMHUTION 4,17 4,40 (5,5) 4,44 (6,4)
I-rreHTaHON 27,13 27,13 (0,0)

27,38 (0,9)

Tabruya 9. IKCIIEPHMEHTAIHLHO H3MEePEeHHBIE BeXHINHBI KOHIeHTPAHH JeTyIHX
KOMIIOHEHTOB B rOCYapPCTREHHbIX CTAHAAPTHEIX o6pasnax I'CO-8405

KOHLEHTpaLIS COrnacHo cepri- VisMepeHHast KOHIEHTpaLu, MI‘/JE) (AA)
KommoHeHT duxary, ur/n (AA) (OTHOCHTEIbHOE OTKJIOHEHHE, %)
1-neHtavon — BC SraHoa — BC
AllETANBIET 11,25 11,97 (6,4) 12,11 (7,6)
METUIALIETAT 11,50 10,34 (-10,1) 10,04 (—12,7)
STUIALETAT 11,25 10,87 (—3,4) 10,31 (—8,4)
METaHOJI 136,76 128,19 (-6,3) 127,84 (—6,5)
2-TIporiaHoN 11,50 11,98 (4,2) 12,10 (5,2)
1-rniponaton 10,00 10,72 (7,2) 10,70 (7,0)
n300yTaHoa 10,00 9,98 (-0,2) 9,95 (-0,5)
H-GyTaHON 10,00 10,29 (2,9) 10,27 (2,7)
H30aMMIION 10,00 10,14 (1,4) 10,10 (1,0)
1-nexTa”on 68,83 68,83 (0,0) 68,57 (—0,4)

AHaJIM3 pe3yJILTaToOB pacyeTa BEeTMYMH KOHIEHTPaUWil TIpUMeceil B pasHOOBPa3HOM rOTOBOM Mpo-
nykuuu PYIT «bo6pyitckuii rTMAPOIU3HBIN 3aBOI», BHITOMHEHHEBIX 1O TPAAULIMOHHOMY MeTony abco-
JIOTHO¥ IpaXyHPOBKM U TI0 MPEIOXEHHOMY HOBOMY METOAY «3TaHoii-BC», moKasa1, YTo pacxoxie-
HUe MeXIy HUMHU He nipeBocxoaut 10 %.

TakuM 06pa3oM, Lebio JaHHOHM paGoOTh! SIBANAcCh NEMOHCTPALMS BO3SMOXHOCTEH, a TakxXe
BCECTOPOHHSAS BepUGUKALMI HOBOIO METOJHYECKOTO ITOAXOAA UCTIOJIb30BAHMS STAHOIA B Kayec-
TBE BHYTPEHHETO CTaH/lapTa IPY aHaJIN3e JIETYYUX TOKCUYHBIX COEAMHEHH B &JIKOTOJILHOMH ITpo-
aykuuu. TlapamMeTpbl COBpEMEHHBIX ra30BbIX XpOMATOrpadoB IO3BOMKIOT ¢ HEOOXOAUMON TOY-
HOCTbIO ONHOBPDEMEHHO PETrMCTPUPOBATh NMUKHU OTKIMKOB NPUMECE M MUK OCHOBHOIO
KoMIoHeHTa (3TaHona). Bee 3To, a TakKe NMPOCTOTa M AOCTYNHOCTL MIPHMEHEHMS FOBOPAT 06
3@dPEKTHBHOCTH €TO UCHONBIOBAHNA B IOBCEAHEBHOIM MPAKTHKE AaHATUTHIECKUX M UCIIBITATE N b~
HbIX Ja6opaTopuit. i

Ne 2 (16) 2012
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[ NULLEBAS MPOMBILLAEHHOCTB: HAYKA V1 TEXHOAOTMM |

ITpoBeneHHoOE cCpaBHEHME MOJIYYEHHBIX PE3YJIBTATOB SKCIIEPUMEHTANTbHbBIX UCCIIEIOBAHUI C HIMPO-
KO MCTIO/Ib3YEMBIMH METOaMH BHYTPEHHETO CTAHIAPTA HA ATTECTOBAHHBIX CMECSX, FOCYIapCTBEHHBIX
CTaHAApPTHBIX 06pa3iiax ¥ Ha roToBoi npoaykuuu PYII «Bo6pyiickuil THAPOTH3HBIH 3aBO», CBHUAE-
TEJIBLCTBYET O BLICOKMX METPOJIOTMYECKUX NTapaMeTpax NpeajioxXeHHOro Meroaa. OTHOCHTENbHAS He-
OIPEAEICHHOCTD H3MEPEHHA MaCCOBOM KOHUEHTPAUMM MCITBITYEMBIX KOMITOHEHTOB He TIPEBOCXOIUT
11 % B cootBercTBHM ¢ CTB UCO 5725-4-2002.

ABTODBI 0J1arOIapAT BCEX YYACTHUKOB AUCKYCCUI 3a MX KPUTHYECKHE 3aMeYaHUs, a TAKKE 3a Mpe-
JOCTaBJIeHHBIE AJIs1 OOCYXICHUSI SKCIIEPUMEHTAIBHbIE MaTepUaTbl U NOIIEPXKKY Pa3BUTUS HOBOTO
METOAMYECKOro NoaXxoaa «3TaHo-BCy».
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Pyxonuce cmamou nocmynuna e pedaxyuro 20.04.2012

S. V. Charapitsa, A. N. Kavalenka, A. L. Mazanik, N. M. Makoed,
S. N. Sytova N. |. Zayats, N. V. Kulevich

QUANTITATIVE DETERMINA'i'ION OF IMPURITIES COMPOUNDS
IN SPIRIT DRINKS WITH ETHANOL AS INTERNAL STANDARD

In the paper analysis of the present standard base for safety and quality testing of spirit drinks in the
world has been done. There were presented results of experimental investigation on determination of
metrological characteristics of proposed early of the new methodical approach »ethanol-ISTD». It is the
using of ethanol as internal standard for quantitative determination of toxic impurities concentration in

alcohol drinks, Results obtained show the possibility of development of new international standard of
procedure of measurement allowing substantially increase the level of determining data validity. On the

other hand it allows considerably simplify the procedure of measurement. Proposed method »ethanol-
ISTD» can be easily implemented in daily practice of analytical and testing laboratories.
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