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AnHoTauus: AHanus ®efepanbHOro MHOPMAaLMOHHOro hoHAA NokKasan OTCYTCTBUE METOANK N3MEPeHUs 06bEMHbIX
J0Neii 3aK1cK a3oTa, OKCUAa 1 ANOKCKUAA yrnepoaa, KMCnopoaa, a3oTa, HEeKOHAEHCMPYHOLWNXCA ra30B B 3aKNCK a30Ta Me-
AWNLMHCKOIA C TPUMEHEHNEM NOPTATUBHbIX YCTPOICTB. 3aKUCh a30Ta MMEET A0CTATO4HO LUMPOKOE NPUMEHEHIE B MEAULIMHE,
B CBA3M Y4eM HacTosALlee nccnefoBaHme 6bino HaLeneHo Ha pa3paboTKy W aTTecTaumio METOANKN U3MEPEHNIA 06bEMHbIX
J0Nei 3aKMcK a3oTa, 0Kcuaa u ANoKcuaa yrnepoaa, KNCnopoaa, a3ora, HeKOHAEHCUPYHLWNXCA ra30B METO0M ra30Boii
Xpomarorpaumn B 3aKncu a3oTa MeLULMHCKOW. ATTecTauus MeTogUKN N3MEPeHUA B COOTBETCTBIM C Tpe60BaHMAMN 3a-
KOHOAaTeNbCTBA B 0651aCTV 06€CMNeYeHNs e4NHCTBA N3MEPEHNIA NPOBeeHa NyTeM OpraHn3aumn KBasnmexnabopaTtopHoOro
9KCMepMMEeHTA, NP1 3TOM UCNOJb30BaHbI CNEAYIOLLNe NOAX04bl K MONYYEHMIO pe3ynbTaTa N3MepeHUin: MeTo NOCTPOEHUS
rpafympoBOYHON 3aBNCMMOCTM, METO/, BHELUHEro CTaHAapTa, pacyeTHbI meToL. Kpome TOro, B paboTe npeAcTaBieHsbl
anropuTM 1 pesynbTaThbl pacyeTa HeoNpPeaeneHHOCTI M3MepeHIU 06bEMHbIX 40NEi Fa30B, BbINOMHEHHbIE C Y46TOM NOJO-
XeHunit EBPAXUM / CUTAK, a Takxe ¢ y4eTOM METOANYECKUX BAUAIOLLMX (DAKTOPOB, KOTOPbIE OLEHUBANNCH C NOMOLLbH
MHOro(akTOpHOro 3KCnepumeHTa 1 ero 06paboTKN METOAOM PErpecCUOHHOI0 aHannaa.
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Abstract: An analysis by the Federal Information Fund revealed the lack of methods for measuring the volume fractions
of nitrous oxide, carbon oxide and dioxide, oxygen, nitrogen, and non-condensable gases in medical nitrous oxide using
portable devices. Nitrous oxide is widely used in medicine, and therefore this research was committed to the development
and certification of a method for measuring volume fractions of nitrous oxide, carbon oxide and dioxide, oxygen, nitrogen,
and non-condensable gases using gas chromatography in medical nitrous oxide. Gertification of the measurement method
in accordance with legal requirements in the field of ensuring the uniformity of measurements was carried out by organizing
a quasi-interlaboratory experiment; the following approaches were used to obtain the measurement result: the method for
constructing a calibration dependence, the external standard method, and the calculation method.

In addition, the study presents an algorithm and results for calculating the uncertainty of measurements of volume fractions
of gases, subject to the provisions of EURACHEM CITAC, as well methodologically influencing factors that were assessed
using a multifactorial experiment and its processing by regression analysis.
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BeepneHue AHEeCTe3upyioLLero CpecTea B MeULIMHE, 8 TAKXKE B TEXHU-

Ons okazaHus MeJULMHCKON NOMOLLM B KA4eCTBE fle-  YECKMX LieSIAX — B NPOM3BOACTBE W B NILLEBORA NPOMbILLEH-
KapCTBEHHbIX CPELCTB MMEIOT LUNPOKOE NPUMEHEHUE ME-  HOCTW [2]. HU3KNIA KOIDULMEHT PacTBOPUMOCTH B KpO-
OULMHCKUE Ta3bl, TaKMe KaK KUCIIOPOA MeULUHCKMIA, 3a-  BM (6bICTPOE Ha4yano [eiicTBMUS), HeBbICOKAA CTOUMOCTb
KWUCb a30Ta, YIMEKUCIbliA ras, a3oT, aproH u gp. [1]. 3akucb 1 NerkocTb B UCMOMb30BAHUM CAENANK 3aKMCb a30Ta Me-
a30Ta MeJnuUMHCKas, 60nee U3BECTHAA B NUTEpaType Kak  OULMHCKYI0 Hanboee 4acTo MCnofb3yeMblM 06LL MM aHe-
«BECENALMIA raz», NPUMEHAETCA HA NPOTAXKEHUN MHO-  CTETWKOM B MeauumHe [3]. 3akucb azota — 3ato 6ecuset-
rux gecatunetuin B Poccum n 3a py6exxom B Ka4eCTBe  HbIil ra3 C NPUATHLIM 3aMaxoM U C1iaiKoBaTbIM NPUBKYCOM,
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KOTOPbIV TAXKENee BO3ayxa, pacCTBOPUM B BOJie, CNOCOGEH Jlabopatopuu ®rey «MMUIYAOCMM» Poc3apas-
CXMXKATbCA NPK TeMMNepaType HUXKE HyNna 1 Npu 06bI4HON Haf3opa* oCcywecTBAAIOT KOHTPONb (HAaA30p) 3a Ka-
KOMHaTHOI Temnepatype [4]. Vicnonb3oBaHue 3aKNCK a30-  4ECTBOM MEAULMHCKMX Fa30B pa3HbIX NPON3BOAMTENEN,
Ta NPMOBPENIo PYTUHHbIA NOPAA0K B COBPEMEHHO aHeCTe-  YacTHble dapMakoneiiHble cTaTbl KOTOPbIX MOTYT COAep-
311, TEM He MeHee B NoClieHMe rofbl 6611 LaHbl PEKO-  KaTb pa3Hble METOAbl NONyYeHMS pesynbTata n3mepe-
MEHALNKN OrPaHNYUTb NPUMEHEHME 3aKUCK a30Ta Meau-  HURA. [Tpu 3TOM CYLLECTBYET 0CTpas HE06X0AUMOCTb MpPo-
LLMHCKOM U3-32 ee TOKCUYHOCTU, BOSMOXHOO YBESINYEHUS BeIeHUS UCMbITAHMA HENOCPEACTBEHHO B MEAULIMHCKUX
3a60J16BaEMOCTU U CMEPTHOCTH [, 6]. yupexeHuax Ha 6ase nepefBuxHbIx aboparopuii [13].
Takum 06pasom, UMEHHO Ka4ecTBO U 6e30MacHOCTb 3a-  [109TOMY A1 BO3MOXHOCTMW OCYLLECTBIIEHUS KOHTPOSIS
KWNCK a30Ta MEAWNLIMHCKON KaK NIeKapCTBEHHOMO CPeACTBA  Ka4yecTBa 3akMCW a30Ta MEJMLMHCKON BCEX NPOM3BOAN-
ABNAIOTCA peLlaoLmn pakTopamu, onpeaensownumm kKa-  Tenei B Poccmmu He06X0ANMO NPUMEHATb YHUUUNPO-
4eCTBO OKa3aHWs MeJULUHCKON NMOMOLLM. BAHHYI0 aTTECTOBAHHY METOAUKY M3MEPEHUn 06bEM-
B cooTtBeTcTBUM C TpeboBaHMAMM DefepanbHOro 3a-  HbIX A0NEN ra3oB B 3aKUCK a30Ta MeANLUHCKOIA, Ans KO-
koHa ot 12 anpens 2010 r. Noe 61-®3", Ka4ecTBO NleKap-  TOPOIi OLIEHEHbI NOKA3aTeNu TOYHOCTU U APYTue MeTpo-
CTBEHHbIX CPE/CTB OLEHNBAETCSA N0 UX COOTBETCTBUIO TPE-  JIOTUHECKUE XapaKTepuCcTuKu.
60BaHuUAM (hapmakoneriHoi cTatbi 0OC.1.4.1.0023.18 [7]. HecmoTps Ha CTONb LIMPOKOE NPUMEHEHWE 3aKMCK a30Ta
0pHako pa3paboTyuKkm (NPON3BOAMTENN UNK U3FOTOBU-  MEAULMHCKON, cornacHo ceefeHuam ns @O OENS no co-
Tenn) onpeaenstoT NokKasaTenu KayecTea nekapcTBeH-  CTOAHMIO Ha 2022 1., B peecTpe npeacrasfieHa MHdopma-
HbIX CPELCTB C Y4ETOM MOKa3aHWi K MEAULUHCKOMY NPU- LS O CEMU aTTeCTOBAHHLIX METOAUKAX U3MEPEHUI 06b-
MEHEeHWN0, 0COOEHHOCTEN TEXHONOrMYECKOr0 NpoLecca,  eMHOI A0NM 3aKUCK a30Ta M ero NPMMECen B 3aKicK a3oTa
BO3MOXHOI0 COCTaBa POACTBEHHbIX W TEXHONOrMYeC-  ra3oxpomarorpacuyeckum 1 oToMeTPUYeCKUM MeTofa-
KX Npumecen, 06LLLeN TOKCUYHOCTH, a Takxe Tpe6oBa-  MU. [IpoBeeHHbIN aHanM3 nokasan OTCYTCTBUE CBEAEHUN
Huit TocymapcTBeHHOW hapmakonen PO K JaHHOM nekap- 0 METOAMKe W3MepeHuin 06beMHbIX [0Nel 3aKucy asorta
CTBEHHOM hopme (TpeboBaHus 06wen OC) 1 K KOHKPET- M ero NPpUMeceil B 3aKucKu azota MeAULIMHCKORN, Npuroa-
HOMY NeKapcTBeHHOMY cpefcTBy [8, 9]. HOM AN UCNOJSIb30BAHMA B YCIIOBUAX NepeABMXHbIX Nabo-
Ba)HO OTMETMTb, YTO B COBPEMEHHOM aHanu3e nekap-  patopuin Poc3apasHaa3opa, no3atomy obecrnevyeHne 4oCTo-
CTBEHHbIX CPEACTB 1 (hapMaLeBTUHECKNX CYOCTaHLWUIA Bey-  BEPHOCTU, 0ObEKTUBHOCTM 11 CONOCTABUMOCTM PE3yNbTaToB
LY POMb UrparoT METOAbl XpomaTorpadouu, covetaroline  U3MepeHnii 06beMHbIX 0Neil ra30B (OCHOBHOMO [eiCTBY-
pasfefieHne 1 onpeseneHne KOMNOHEHTOB, YTO 06ECNeYN-  HOLLero BeLecTsa U NpuMeceil) B 3aKMcu a3ota MeanLmMH-
BAET CENEKTUBHOCTb, IDMEKTUBHOCTb U YHUBEPCANbHOCTb  CKOM B MEAWULMHCKOM J1ab0paToOpHOI ANarHoCTMKe SBIAeT-
npu UAeHTUUKALNM N OLEHKE KONUYECTBEHHOrO COflep- €A akTyanbHOR 3afayei.
Kauus otaenbHbIx aHanutos [10, 11]. Llenb HacToALLEr0 uccnefoBaHms cocTosna B paspa-
Onpegenexne MaccoBoil BONN 3aKMCK a30Ta MEAUUMH-  6OTKE 1 aTTecTauum MeTOLUKN U3MEPeHUst 006bEMHBbIX [0-
CKOI B XMMUYECKMX COEIMHEHNAX NMPOBOAAT, KaK NpaBu-  fei ra3oB (OCHOBHOIO AEMCTBYIOLLErO BELECTBA U Npu-
N0, MeTOI0M HefucnepcuoHHoro MK nornoweHms unn ra-  Mecem) B 3aKucu a3ota MeAULMHCKOA MeTOA0M ra3oBoi
3oxpomarorpaduyeckum metogom [12]. OgHako, COrnacHo  xpomartorpacdmu ¢ NPUMEHEHNEM NOPTATUBHbLIX YCTPOICTB.
OeNCTBYIOLLEMY 3aKOHOLaTeNbCTBY B 06nacTh obecneve-  MccnemoBaHue pellano cneaytolime 3agayu: a) Bbi6op yc-
HWS 6ANHCTBA N3MEPEHNIA, 2 UMeHHO — Ne 102-P3?% aTakxxe  NOBMIA NPO6ONOArOTOBKM; 6) ONTUMMU3ALMS HECKONTbKNX Ba-
c yyetom locTtaHoBnenus Npasutensctea PO o1 16 HOA6-  pUAHTOB NOJSTy4EHWUA Pe3yNbTaTOB M3MEPEHNt METOAOM MNo-
psi 2020 r. Ne 18473, MeponpuaTUS rOCYLapCTBEHHOTO KOH-  CTPOEHWUS MHOrOTOY€YHOI rpaaymMpoBOYHON 3aBUCUMOCTMH,
Tpons (Haa3opa) LOMKHbI OCYLIECTBAATLCA C MPUMEHEHU-  METOAOM BHELIHEro CTaH4apTa U pacyeTHbIM METOA0M;
€M aTTeCTOBAHHbIX METOAUK N3MEPEHUTA. B) OLEHMBAHUE W NOATBEPXKJEHNE METPONOrnyecKux xa-
paKTepUCTUK METOLMKM N3MEPEHUIA.

" ®epepanbHblil 3akoH oT 12 anpens 2010 roga Ne 61-®3

«06 oGpalleHum NekapeTBeHHbIX CPEACTB». 4 MefepanbHOe roCyNapCTBEHHOE GIO[KETHOR Y4YpexaeHne
2 ®enepanbHblit 3aKoH 0T 26 nioHa 2008 roga Ne 102-®3 «/IHOpMaLMOHHO-METOLNYECKNIA LIEHTP N0 3KCMepTu3e, yye-
«0 06ecneyeHnm eMHCTBA N3MEPEHNIA». TY 1 aHanu3y obpalleHns cpeacTs MeJULMHCKOTO NPUMEHEHNS»

3MocTaHosneHue Mpasutensctea PO ot 16 HoaGpa 2020 . PEeAEPAnbHOI CyXObi N0 HAA3OPY B C(epe 3ApaBOOXpaHeHys
Ne 1847 «06 yTBEpPXJAEHUN NEPEYHs U3MEPEHMNIl, OTHOCALLMXCS (Pocanpasnapsop).
K cpepe rocyfapCTBEHHOr0 perynupoBaHus 06ecneyeHmns eanH- SOUD OEN - denepanbHblil MHGOPMaLUOHHBIA HOHA No 06ec-
CTBA N3MEPEHNII». MeYEHNI0 EMHCTBA U3MEDEHUIA.
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Marepuanbi n meToAabl

06beKT uccneqoBaHni

06beKTOM MccneaoBaHuin ABAANach NOBEPOYHAs raso-
Bas cMech [CO 10532-2014, coctas KOoTOpOi MOAeNUpyeT
BO3MOXHblil COCTAB a30Ta 3aKUCU MeLULINHCKON.

06opynoBaxue n matepuansl

B pa6oTe ncnonb3oBaHbl NOPTATMBHbLIE ra30XPOMATO-
rpaconyeckme KOMMNEKChbl HA OCHOBE MOPTATMBHOIO ra-
30Boro xpomatorpadda tuna «MNA» (000 «HMND M3IMC»,
r. Camapa) ¢ feTeKTOpoM no TensonpoBOAHOCTM M Tep-
MOXUMUYECKUM [eTeKTOPOM (3apeructpuposano B QU
OEN 60785-15) (puc. 1). MeTponoruyeckne xapakTepuc-
TUKN XpomatorpadoB npuBeaeHsl B Tabn. 1.

[nsa usmepeHns TemnepaTtypbl UCNONb30BANN NPU-
60p KOMOMHUpOBaHHbINA Testo 608-H1 (Testo Instruments
Co. Ltd., Kutait) ¢ auanasoHom U3MepeHuii Temnepartypbl
0T 0 go 55 °C, ¢ a6COOTHOM NOrPEeLLHOCTBI0 3MEpPEeHUI
Temnepatypsl 0,5 °C. [ina namepeHns aBneHns UCnosb-
3o0Banu bapometp-aHepoug («fugpometnpubop», Poccus)
C Ananas3oHom namepeHuii ot 79,5 kMa go 105 kMa u ue-
Hoii geneHus 0,1 kMa.

OTHoCcUTeNbHOE CpefHeKBaAPATUYECKOE OTKNOHEHME
BbIXOJHOIO CUrHana no BpeMeHu yaepxuBaHus, BbicoTe
W NOLWAAN N1Ka He npesbiwaert 2,0 % Ans yKasaHHbIX ge-
TEKTOPOB ra30BbIX XpoMaTorpados..

Merog usmepenns

ATTecTauuto METOAMKN U3MEPEHNIA NPOBOAUN B COOT-
BeTcTBUM ¢ TOCT P 8.563-2009, KOTOPbIA pacnpocTpaHs-
eTCA Ha METOANKM (METOLbl) M3MEPEHWIA, BKIIIOHAs METO-
JMKN KONMYECTBEHHO0 XMMWNYECKOr0 aHanm3a, 1 ycTaHas-
NUBAET 06LLME NONOXEHUS 1 TpeOOBAHUSA, OTHOCALLUECSH
K pa3paboTke, aTTecTauuu, CTaHaapTM3aunmn, npuMeHe-
HUIO METOANK U3MEPEHWIt 1 METPONOrN4eCcKOMY HaA30-
py 3a Humm [14].

MokasaTenu TOYHOCTM METOANKN U3MEPEHWIA OLLEHNBA-
nu ¢ yyeTom nonoxenunin PMI 61-2010.

Anroputm pacyeTa HeonpeaeneHHOCTM Pe3yNnbTaToB
N3MEPEHNN 06bEMHbIX 0NN ra3oB BbINOAHANMN C yye-
TOM nonoxeHuin pykosogctea EBPAXUM / CUTAK [15]
1 ¢ yyetom nonoxenuin FOCT 34100.3-2017 ¢ uenbto noa-
TBEPX/[EHWNSA COOTBETCTBUSA N1a6opaTopuii TpeboBaHNAM
IOCT ISO/IEC17025-2019.

Ta6nuua 1. MeTponormyeckne xapakTepucTukim ra3osbix xpomarorpados tuna «[MMA» (000 «HIMO MIMC»,

r. Camapa)
Table 1. Metrological characteristics of gas chromatographs of the PIA type (LLC NPF MEMS, Samara)
YpoBeHb (hNyKTYaLUOHHbIX
[leTekTop LUYMOB HYNEBOr0 CUrHana, B, ipenen AETEKTHOBAHNA, r/cH’, KoHTponbHoe BelecTBo
He Gonee
He 6onee

atn 8.10-° 3,75-10-° MponaH
OTX 3-10-5 5,0-10-" MponaH

Puc. 1. BHeLWHKIA BUA NOPTATUBHOIO ra3oxpomaTorpadonyeckoro KOMnaekca Ha 0CHoBe XxpomaTorpadya ra3oBoro nopTaTueHoro «MAA»
Fig. 1. Appearance of a portable gas chromatographic complex based on a portable gas chromatograph PIA
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B OCHOBY METOAWKM M3MEPEHUI MONOXEH Me-
TOA raszoBol xpomartorpadun ¢ y4eTOoM MOJOXKEHWIA
0®C.1.2.1.2.0004.15 6e3 npeaBapuTeNbHOA NOArOTOBKM
B ra30aAcopOLIMOHHOM BapuaHTe XxpomaTorpadum ¢ nocne-
AyIOLLEeN perncrTpawmein KOMNOHEHTOB LETEKTOPOM M0 Te-
nnonposogHocTu (ganee — ATM) n TepMOXUMUYECKUM
neTekTopom (panee — ATX).

Xpomarorpadyuyeckoe pa3aenieHne KOMINOHEHTOB Npo-
6bl NPOBOAMIIN C UCMONIb30BAHMEM TPEX MOAYNEI ra3oBo-
ro xpomarorpada ¢ ucnosb30BaHMeM MUKPOHAcad04HbIX
XpomaTorpacnyecknx KONOHOK NiaHapHoro Tuna, npej-
CTaBNEHHbIX B Ta6N. 2.

113 nuTepatypHbIX AaHHbIX 11 OMbITA aHANUTUYECKON XPO-
maTorpaum n3BecTHo, 4to Leonutsl NaX n GaA (Mmoneky-
NAPHbIE CUTA) MOKA3bIBAIOT XOPOLUYO Pa3fensatoLLyio crno-
COOHOCTb B OTHOLLUEHUW Napbl KNCNOPOA — a30T, a yrne-
POLHble MOJIEKYNAPHbIEe cuTa (KapboKCeH) B OTHOLLEHWK
nap KUCnopox — yrapHbli ra3 u yrapHsolii ra3 — yriekucno-
Ta. [Tpy 3TOM ANHCTBEHHbIM YYBCTBUTESIbHBIM K NOCTOSH-
HbIM ra3am, NpoCTbIM B 3KCNJyaTaLmn, HeAOPOrM 1 NopTa-
TUBHbIM [1eTeKTOPOM fBNiseTca kKatapometp (ATIT). Boibop
B NOJSIb3Y TepMOXMUMUYeckoro getektopa (TX[) B moayne b
06yCNOBNEH KaK HN3KOW KOHLEHTpaumen aHanuta (0Ko-
10 5 ppm), TaK 1 ero BOCCTaHABWBAOLLMMU CBOMCTBAMN.

OueHka nokasaTeneit NpaBuIbHOCTU METOAUKK U3-
MepEeHUn 00bEMHbIX [OJIEN 3aKUCKU a30Ta, OKCUAa u au-
oKcupa yrnepona, Kucnopoaa, asota MeTooM ra3oBon

Xpomartorpauu B 3aKucu a3ota MeauLMHCKON NpoBe-
[leHa C NoMOLL b0 06pa3LoB Ans OLEHUBaHWUA B COOTBET-
cTeum ¢ PMI 61-2010. B kayectse 06pasLoB s OLEHU-
BaHMS UCMONb30BANK CTaHAAPTHbIE 06pa3Libl YTBEPXKIEH-
Hbix TunoB [CO 10532-2014. CTaHaapTHble 06pa3Lbl Obi-
nu nogo6patbl ¢ yyetom pekomeHaauun 09C.1.1.0012.15
n [16] Takum 06pa3om, 4TO6bI AnanasoH U3MepPeHuii Me-
TOANKM 6bin Ha 20 % 6onblue AnanaszoHa U3MepEeHWii, Ko-
TOPbIA 3aBNIEH B TEXHMYECKOI AOKYMEHTALMM HA 3aKUCh
azota meauumuHckyto 0®C.1.4.1.0023.18. [lnana3oHbl 13-
MEPEeHUA METONKU, a TaKXKe NoJ06paHHbIe CTAaHAAPTHbIE
06pasubl npuBefeHsl B Tabn. 3.

MokasaTenu NpeLu3noHHOCTM OLiEHEHbI B IPOCNABCKOM
tunmnane OrbY «MMLIYAOCMIM» Poc3apaBHaa3opa B Xo-
J1e KBa3Mexx1abopaTopHOro 3KCNepuMeHTa, NpoBeaeHmne
KOTOpOro gonyckaetcs nyHkTom 5.2.2 TOCT P 5725-2.

CornacHo n. 5.2.2 TOCT P 5725-2-2002, nop «nabopa-
TOpuei» noapasymeBaeTca coyeTaHue Takmx pakTopos,
Kak ornepaTop, 060py0BaHNe N MECTO BbIMOJIHEHNS U3-
MepeHui (ucnbitTanmit). Takum 06pa3om, 04HO «MECTO Bbl-
NOSHEHNS» UCNbITAHUSA, KU NABOPaTOPUS B 0606LLIEHHOM
3Ha4YeHUN 3TOro CrOBa, MOXET NPeACcTaBNATL CO60M He-
CKOJIbKO «J1abopaTtopuii» B TOM Cny4ae, eCnu OHO MOXET
npeaycmaTpuBaTh HECKOSTbKO ONepaTopoB, KaXKAblA 13 KO-
TOpbIX pacnonaraet cBOUM paboyUM MeCTOM C KOMMEK-
COM 060pYyI0BAHNA 1 YCNOBUSAMN, B KOTOPbIX A0MKHA Bbl-
NOMHATLCA paboTa.

Ta6nuua 2. Moaynu n3MepeHnin, UCnosib30BaHHbIe B METOANKE

Table 2. Measurement modules used in the method

Mogynb A
0,uN,

Mogynb b
co

Mogynb B
Co,u(0,uN,)

« Xpomarorpauyeckas KonoHka
ceyeHnem 1-10-3x1.10-% m, anuHon
2 M, 3aN0JfIHEHHAA MONEKYNAPHbIMU
cutamu ¢ 3epHeHnem 80/100 meww;

* TEMMNEePaTYPHbIA PEXUM TepmMocTaTa
KOJIOHOK — U30TEPMUYECKUI;

« paboyas TemnepaTypa TepmocTara
KonoHok 60-80 °C;

o TUMN ra3a-HoOCUTENs — refnn
(>99,99 %);

* PACX0J ra3a-HocuTens
1,7x107 m%/c;

« TUN geTektopa — ATM;
« 06bem 003bl 0,25 %1073 i;
- Bpems aHanu3a 300 c.

80/100 meLL;

konoHok 70-90 °C;

BO3MYX;

1,7 <107 m¥/c;

 Xpomarorpaduyeckas KonoHka
ceyeHnem 1-103x1.10-% m, AnuHoM
2 M, 3an0/IHeHHas COPOEHTOM
Carboxen 1000 ¢ 3epHeHnem

e TEMMEpPaTYPHbIA PEXUM TepMocTaTa
KOJIOHOK — N30TEPMUYECKUI;

- paboyas Temneparypa Tepmocrara
* TUN ra3a-HoCUTENs — CXKaTbli

* pacxop rasa-Hocutens

« TUN getektopa — TXM;
* 06bemM 03bl 0,25 x 10728 ni;
- Bpems aHanu3a 300 c.

 XpomMaTorpaynyeckas KooHka
ceyenmem 1-10-°x1.10-3 m, pnu-
HOW 1 M, 3anoNHeHHas copbeH-

ToM Carboxen 1000 ¢ 3epHeHnem
80/100 mewy;

* TEMMNepaTypHbIN PEXUM TepmMocTara
KOJIOHOK — U30TEPMUYECKUI;

- paboyas TemnepaTypa Tepmocrara
KonoHok 60-80 °C;

* TN rasa-HoCMTeNs — rennii
(=99,99 %)

* pPacxop rasza-HocuTens

1,7 %107 m3/c;

 TUN getektopa — ATI;

 06bem fo3bl 0,25 1073 fi;

« Bpems aHanu3a 300 c.

Measurement Standards. Reference Materials. 2023. Vol. 19, no. 5. P. 95-112 m



. M. M. KpaweHuHuHa, E. B. Taneesa n ap. MeToamnka nsmepeHuin o6beMHbIX ponei ra3os METOA0M ra3o0Boi XxpoMaTorpaduu...

Ta6nuua 3. [Jana3oHbl U3MEPEHUA METOAMKM, METPOMOMMYECKIE XapaKTEPUCTUKI CTaHAAPTHbIX 06pa3LIoB
YTBEPXAEHHbIX TUMOB
Table 3. Measurement ranges of the method, metrological characteristics of certified reference materials

CtaHpapTHble ATTECTOBAHHOE 3Ha4YeHWe 06LEMHON 0NK ra30B, NOrpeLIHOCTH aTTECTOBAHHbIX 3Ha4YeHuN, %
o6pasubl

past 3akucb a3ota Kucnopop Okcup yrnepopa [vokeup yrnepopa A3ot

Avana3onbl 98-100 0,05-0,2 0,0003-0,0010 0,02-0,04 0,05-0,20
U3mepeHni, %

rG0 105322014 94,75+0,19 | 0,1780 + 0,0050 | 0,00097 +0,00008 0,0398 + 0,0020 0,1780 £ 0,0050
bannoH Ne 17088
B0 Tl 204 97,71 +£0,20 | 0,0950 £ 0,0050 | 0,00048 +0,00004 0,0304 £ 0,0015 0,0960 + 0,0050
Bbannox Ne 15178
rC0 105322014 99,50+ 0,05 | 0,0515+0,0026 | 0,00039 + 0,00003 0,0204 + 0,0010 0,0524 +0,0026
bannoH Ne 15206

Takum o6pa3om, B paboTe y4yacTBOBaNW TPU OMNeparo-
pa v Tpu KomMNnaekTa 060pya0BaHus, y KaXxao0ro oneparo-
pa 6bIJI0 OPraHN30BaHHO CBOE paboyee MeCTO.

MeTtoa nocTpoeHus rpagyvpoBOYHON

3aBucumoctu (Metop A)

YpaBHeHue n3MepeHunit 06beMHbIX A0Mel ra3os npu
NOCTPOEHMN MHOFOTOYEYHONM rpasyupoBOYHOMN 3aBUCUMO-
CTW UMeeT Buj

(S;-a) B, T,

K, P T,

7

_ (Sji_a)'z'f

. (1)

rne @;; — pesynstar U3MepeHuit 06beMHON 0NN i-ro ra-
3a, %; Sj; — 3MEPEHHOE 3Ha4eHWe NNOLLAAM NNKA BbIXO[-
HOr0 CUrHana fns i-ro rasa, ycn. efi.; a; — CBO60LHbIA YneH
rpagynpoBOYHON 3aBUCUMOCTU ANs i-ro rasa; K; —yrno-
BOI1 4/1€H rPafyMpoBOYHON 3aBMCMMOCTN ANSA i-0 rasa;
j=1,...,3 —4ucno napannenbHbix pe3ynbTaToB eAUHNY-
HOr0 aHanu3a; z — NonpPaBoYHbIA KOIPPULUUEHT, YHUTBI-
BAKOLMA Pa3NnynNs B aTMOCEPHOM JaBJIEHUM Npu rpa-
[OYMPOBKE U NpU aHanuse:

P

p

P

a

, (2)

rae P, v P, — atmoccepHoe faBneHne npu rpafyupos-
Ke 1 npu aHanuae, KMa; f— nonpaBoYHbIin KOIPPULMEHT,
YYMTbIBAKOLLMIA pa3nuyns B TeMnepaType Npu rpagyupos-
Ke W Npu aHanuase:

3)

roe T, v 1, — Temnepatypa npu rpafyupoBke v npu aHa-
nunze, K.

Vcxopa n3 ananusa ypasHeHus (1), npu ncnonb3osa-
HUW MeTOJa NOCTPOEHUs rpagynpoBOYHON 3aBUCMMOCTU
B NepPBYI0 04epesb HE0OX0LMMO ONpeaennTb KO3 AULUEH-
Tbl FPaAyMpPOBOYHbIX 3aBUCUMOCTEIA, @ TAKXKE OLEHUTb No-
PELUHOCTbL OT NOCTPOEHMS rPayMPOBOYHbIX 3aBUCUMOCTEN.

Pacyert norpelwHocTyi rpagynpoBoYHbIX KO3 ULMEH-
TOB NPOBOAMNIN METOAOM HaUMEHbLUNX KBaapaToB B CO-
OTBETCTBUM C aNirOPUTMOM, NPeaCcTaBeHHbIM Hike [17].
Pacyet nposogunu B nporpamme Excel ¢ ucnonb3oBaHmem
(pyHKUUM «PerpeccruoHHbIn aHanu3». B kayecTBe CPeAcTB
rpaaympoBku ucnonb3oBaHbl [CO 10532-2014.

MocTpoeHMe MHOrOTOYEYHOW NMHENHON rpagyupo-
BOYHOI 3aBMCUMOCTU CBOAAT K OLEHKE KO3 (DULUEHTOB
a v K B ypaBHeHun Bupa

S;=a;+ KD, (@)

KoadhduunenTbl @ n K BbIMMCASIOT LNS KAXAOT0 ra-
3a no chopmynam:

2@ -@)s,-5)}
Z (®l - 5)2

= : ()
a=S—-K®, (6)

CTaHAAPTHOE OTKNOHEeHMe KO3 (ULMEHTOB JNINHENHON
perpeccum

Y (S, - Kx,—a)’
(n=2) (@, ~D)*

CKO, = )
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Z(Si - KD, _a)2 .

CKO, =
n—2

n Y (D,-®) )

ctaHaapTHoe oTknoHenne CKO,, BenuunHbl x no opmyne
1

CKO, = m\/CRo; +CKO? + CKOX®*. (9)

Mpumep xpomaTorpamm, UCMNOSb30BAHHbIX A4S NOCTPO-
€HUA rpayMpPOBOYHOI 3aBUCUMOCTHU, MOYYEHHbIX METOAOM
Ha0XeHNA, NPUBELEH Ha puc. 2 AN KUCNopoaa 1 asoTa.

Puc. 2. Xpomatorpammbl, MCMONb30BaHHbIE 4715 KANNOPOBKMK,
Ha npumepe a3oTa W KMCNOPOoAa: a — YBESIMYEHHbIA Mac-
WTa6; 6 — peasbHbI MacLTab

Fig. 2. Chromatograms used for calibration using the example
of nitrogen and oxygen: a — enlarged scale, 6 —real scale

Pe3ynbratbl N0Ny4eHHbIX KO3 ULMEHTOB 1 rpagympo-
BOYHbIE XapaKTepUCTUKM, NONYy4eHHble B 0AHOM 13 nlaboparto-

puit ipocnasckoro unuana Orey «MMUIYAOCMIT»
PocaapaBHaa3opa, npueefeHsl Ha puc. 3-8.

ITnomane nuka, yci.ea.

IInomans nuka, yci.el.

TInomans nuka, yca.en.

Hnoma}:{b THKa, yCI.el.

3500,0
3000,0 y=13638x - 9,9562 -
.
2500,0 ?=10,9997
2000,0
1500,0
1000,0
500,0
Z
0,0
0 0,05 0,1 0,15 02 025

O06bemHas 10715 rasa, %

Puc. 3. MpagympoBoYHas 3aBMCUMOCTb 4SS KNCIIOPOAa
Fig. 3. Calibration dependence of oxygen

N,
3500,0
3000,0 y=14221x - 8,7014 <
R2=10,9988

2500,0
2000,0
1500,0
1000,0

500,0

0,0
0 0,05 0,1 0,15 0,2 0,25

OO6beMHas 1014 rasa, %

Puc. 4. TpagynpoBo4Has 3aBMCUMOCTb N5 a30Ta
Fig. 4. Calibration dependence of nitrogen

CcO
500

450 y=324118x + 21,914 -
400 R2=10,9986 P
350
300
250
200
150
100
50

0 0,0002 0,0004 0,0006 0,0008 0,001 0,0012
O6bemHast 1o rasa, %
Puc. 5. MpagympoBoYHas 3aBMCUMOCTb 115 YrapHOro rasa
Fig. 5. Calibration dependence of carbon monoxide
Co,

1500,00

y =30723x - 79,864
R>=10,9999 -

1300,00

1100,00
900,00
700,00
500,00
300,00

100,00
0,015 0,02 0,025 0,03 0,035 0,04 0,045

OO0bemHast 10515 rasa, %

Puc. 6. lpagynpoBoYHas 3aBMcUMOCTb A4NA LUOKCKHaa
yrnepona

Fig. 6. Calibration dependence of carbon dioxide
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4000100
y =24187x +459103
R®=0,9843

3500100

3000100

2500100

2000100

Tlnomans nuka, yci.ex.

1500100
1000100

94 95 96 97 98 99 100
Oo6bemHuas joist rasa, %

Puc. 7. TpagympoBoYHas 3aBUCUMOCTb AN 3aKUCK a30Ta
Fig. 7. Calibration dependence of nitrous oxide

(0,Ny)
9000

8000
y =23723x + 34,804

7000

6000

5000

4000

Tlnowmazap nuKa, yci.ea.

3000

2000
0,08 0,13 0,18 0,23 0,28 0,33 0,38

Cymma 00BeMHBIX JOJIei a30Ta U KHcaopoza, %
Puc. 8. pagynpoBoyHas 3aBUCUMOCTb ANA CYMMbl 00bEMHbIX
[0nen a3oTa u Kucnopoaa

Fig. 8. Calibration dependence of the sum of the volume
fractions of nitrogen and oxygen

Metog BHeluHero ctaHaapTa (MeTtop B)

YpaBHeHue n3mepeHmnit 06bEMHbIX A0Mel ra3os npu
MCMONb30BAHWM METOAA BHELWHEro cTaHgapTa Ume-
eT BuA ypasHenusa (10). B 4aHHOM MeTOfe MCNOMb30BaH
MEeTOA OJHOTOYEYHON rpafiynpoBKU C UCNONb30BAHNEM
ICO 10532-2014.

rco
o8,

ji rco
Jt Si

(10)

rae @j;— pesynbTar eAVHIYHOTO aHaNu3a 06bEMHON A0-
nu i-ro rasa, %; @’ - aTTecTOBaHHOE 3HaYeHUE 06BEM-
HOi 10711 I-T0 ra3a B CTaHAAPTHOM 06pasLie, %; Sj; — u3me-
PEHHOE 3HaYeHVe MOLLAAM VKA BbIXOJHOMO CUrHANa ANA
i-r0 ra3a B MCMbITyeMoM 06pasue, yen. ea.; S) - name-
PeHHOE 3Ha4eHVe MOLLAAM NNKA BbIXOJHOMO CUTHANA ANs
i-ro rasa B CTaHZapTHOM 06pasLie, ycn. eg.

KonuyecTBeHHOE onpefeneHie copepkanis npuMeceit
METOZOM BHELUHEr0 CTaHAapTa NpeAnoyTUTENbHEE Mpo-
BOAMTb C MCMONb30BaHNEM CTaHAAPTHbIX 06Pa3LOB MpK-
Meceil C KOHLEHTPALNAMM, GIM3KUMM K UX 0XKIZAEMbIM
KOHLIEHTPALMSM B MCMbITYEMOM 06pa3Lie B COOTBETCTBUN
¢ 00(C.1.2.1.2.0001.15.

StanoHbl. CraHaapTHble o6pasubl. 2023.T.19, N2 5. C. 95-112

Pac4eT nokasatenei TOMHOCTW NPOBEAEH B COOTBET-
ctBum ¢ n. 5 PMI 61-2010.

PacuyeTtHbii meToa (MeTtop B)

PacyeTHbIl METOA NPUMEHSETCS TOMLKO 415 Nonyye-
HUA pe3ynbTarta M3MepeHuin 06bLeMHON JOMN 3aKMCK a30-
Ta B NPEANON0XEHUM OTCYTCTBIA LpYrinX BULOB NPUMECENR,
KpOMe OnpefeNiaemblX.

YpaBHeHue n3mepeHunit 06beMHON JONK 3aKNCK a30Ta
Npu UCNONb30BAHUM METOLA BHELLUHEro cTaHjapTa uMe-
eT BUA

D, , =100~ D, — D, —De, —D,, (1)

rae @, - o6bemHas Jons a3ota, %; D, — 06bemHas 40-
N9 [noKcuaa yrnepoaa, %; @CO — 06bEMHAs 40NA yrapHo-
ro rasa, %; @02 — 06bemHas ponsa kucnopoaa, %.

Mpw ncnonb3oBaHum dopmysbl (11), a UMEHHO — pac-
YETHOr0 MeTofa NONy4eHMs pesynbrata U3MEpeHUn 06b-
EMHOW 0NN 3aKMCK a30Ta,— MOTyT 6bITb UCMOJb30BaAHbI
pe3ynbTaTbl U3MEPEHWUIA, NONYYEHHbIE KaK 415 MeTofa no-
CTPOEHUSA MHOTOTOYE4HOM rpafynpoBOYHON 3aBUCUMOCTH,
Tak U ANg MeToAa BHELIHero ctaHaapra.

PacyeT nokasareneit TO4HOCTW A4N1g 9TOr0 MeToLa npo-
BeJEH N0 NPaBuy CNOXEHUs NOrPELIHOCTENA, MYyTEM CYyM-
MUPOBAHUA NOKa3aTenel TOYHOCTU, NONYYEHHbIX ANS
a30Ta, KNCNopoaa, AMokcuaa yrnepoaa u yrapHoro rasa
no oopmyne

Ao =AY +A% +AL, +AL, . (12)

Anroputm pacyeTta HeornpeaeeHHOCTU

pesynbTaToB U3MepeHUn anst metoga A

Pac4eT HeonpeaeneHHOCTH pe3ynbTaToB U3MepeHuit
npoBefeH 4719 MeToa NOCTPOEHNS MHOrOTOYEYHOI rpagy-
WPOBOYHON 3aBUCUMOCTHN (MeToZ A) € y4ETOM MONOXKEHNIA
EBPAXWM / CTAK kak ans Han6onee CnoXXHoro n3 onu-
CbIBAEMbIX METOJ0B.

YpasHeHue n3mepennit anga o6bemHoi gonu (P;) i-ro
rasa UMeeT ClieyroLWwunin Bug;

:M PZP TZp :M (13

Ji K P T K

l a a

)

CTaHAapTHYI HeONPeAeNneHHOCTb TUna A, u,, pe3yb-
TaToB M3MepeHuit 06beMHOI oK ra3os (D) i-ro rasa
BbIYMCNAIOT N0 hopmyne (Ha 0CHOBE JKCNepPUMEHTaNb-
HbIX aHHbIX)

uy (CD;) =
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CTaHfapTHY0 HeonpeaeneHHOCTb TUNa B, ug, u3me-
PeHUIA 06bemHoI nonu (D,,;) i-ro rasa, MCXoAs U3 aHa-
nn3a ypaBHEHNS N3MepPeHNs, onpeaensaoT KOMNo3uLm-
el COCTaBNALMUX HEONPEAENEHHOCTN, 00YCIIOBIIEHHbIX
HeonpeaeNeHHOCTbIO ONpedeneHns nnowaan nuka — S;;
HEONpPeLesIeHHOCTLI0 ONpefeseHns KO3 PULNEHTOB rpa-
AYVPOBOYHOIA 3aBMCUMOCTN — K, @; HeonpeeNeHHOCTbIO
M3MEepeHnii faBneHns npu rpajympoBKe U nNpu aHanu-
3a—-P,, P, HeonpeaeneHHOCTbIO M3MEPEHUIA Temnepa-
Typol -1, n T,

[pyrumu ncTo4HMKaMu HeonpeaeneHHOCTM, KOTOpble
He BXOASAT B YPaBHEHUE U3MEPEHUS, HO 0Ka3bIBAIOT BAIMsHIE
Ha pe3ynbTaT M3MepeHNi, ABNAKOTCA Pacxoj rasa HocuTe-
ns, 06beM aIMKBOTbI, TEMNEpaTypa TepMOCTaTa KOJIOHOK.

lMockonbKy B X04e 3KCnepumeHTa OAHOBPEMEH-
HO U3MEPAEMbIMU BENIMYMHAMMN ABNAKOTCH HE3aBUCHU-
Mble APYr OT Apyra BefINYuHbI, TO UX OLEHKU MPUHATBI
HEKOPPenMPOBaHHbLIMU.

Ons oueHKW BANAKOLWNX (HDaKTOPOB, HE BXOAALLMX
B YpaBHeHWe M3MEpPEHWA, METOAOM MHOXECTBEHHOI

nuHenHon perpeccun [18] 090C.1.2.1.2.0001.15 ¢ nomoLbto
«laketa aHanm3aa» B Microsoft Excel ctpoutca mogens Buga

CB—CDO =D, ((P—%)"‘bz(Val ~Vio)+

+b,(T; ~T,,) (9
rae by, by, by — KOS HOULNEHTHI YYBCTBUTENLHOCTY AN1A
cneayoLlx akTopoB BIUSIHNS COOTBETCTBEHHO: PACXO/
rasa HocuTens, 06bem anukBoTbl, TEMMepaTypa TepmocTa-
Ta KONOHOK; @ — cpeiHeapuMETUYECKOE PE3YbTaTOoB U3-
MepeHUIA 06bEMHON 40K ra3a B 3aKMCK a30Ta MeNLINH-
CKOW npu 3HaveHnax aktopos @, V,;, Tj; @, - cpeaHe-
apuMeTUYecKoe pe3ynbTaToB M3MePeHNin 06beMHON A0-
N Ta3a B 3aKMCU a30Ta MEAMLIMHCKO NPW ONTUMAanbHbIX
3Ha4YeHnAX akTopoB @, Vo, Tio-

3HaveHmMs K03 PULMEHTOB YYBCTBUTENIHOCTH 11 BESIU-
YWHBI UX HEONPeeneHHOCTeN YCTAHOBMEHbI B X0/ NPo-
BeJleHUs MHOro(DakToOpHOro aKcnepumeHTa. MNpegens! Ba-
pbMpOBaHMs HaKTOPOB U NNaH MHOroaKTOPHOro aKcne-
PUMEHTA NPUBEAEHbI B Ta6J1. 4 1 5 COOTBETCTBEHHO.

Ta6nuuya 4. [pefgens BapbupoBaHusa )akTopoB MHOrOhakTOPHOr0 IKCNEpUMEHTa
Table 4. Limits of variation of factors in a multifactorial experiment

BenuunHa
i oatop SO ) "
BJIUAHUA npu nposeAeHnn
aKcnepumeHTa
1 Pacxop rasa Hocutens, ¢ 10 cm3/MuH 2 cM%/MUH 12 cm®/MUH 8 cM%/MUH
2 06bem anukBoThbl, ¥, 250 mm® 50 mm3 300 mm? 250 mm®
3 TemnepaTypa TepmocTarta KOnoHok, 7 70°C 10 °C 80 °C 60 °C
Ta6nuua 5. [1NaH MHOrOhaKTOPHOr0 3KCNEPUMEHTA
Table 5. Multifactorial experimental design
1 2 3
L C ) ELMLE Pacxop rasa Hocutens 06bem no3bl TEM"e']ax';z;zEMMTaTa
1 X+ X+ X+
2 X- X- X+
3 X+ X- X+
4 X- X+ X+
5 X+ X+ X-
6 X- X- X-
7 X+ X- X-
8 X- X+ X-
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CTaHaapTHas HeonpeaeneHHOCTb N3MEepPeHUin 06beM-
HOIA oK I—T0 rasa, oleHuBaemas no tuny B, uz, paccyu-
TbIBaeTCA N0 hopmyne

_ !
b} (@) +byu; V) + 2

U
+bu; (T,)+

+(p— (p0)2 u’ (b)+

+ (V= Vo )i (b)+
(T, =Th) uf () +
+c12u2(Si) + czzuz(Kl.) +
+equ’ (P,) +ciu’ () +

+esu (T, +cu® (T,) +

Uy (P,) = , (16)

+cju’(a,)
roe by, by, by — KO3t PULNEHTbI YYBCTBUTENLHOCTY MOJE-
NN, OLIEHEeHHbIe ¢ NoMoLLblo «[Taketa aHanu3a» Microsoft
Excel; u(b,), u(b,), u(bs) — cTaHAapTHbIE HEONPEAENEH-
HOCTW KO3 NLNEHTOB MOLenu no Tuny A, OLEHeHHble
¢ nomowybto «Maketa aHanusa» Microsoft Excel; (@ — @),
(V= Vo), (T,— Tp0) — onyckaemble OTKNOHEHNs pacxo-
[a rasa Hocutens, 06bema anukBoTbl, TeMNepaTypbl Tep-
MOCTaTa KOMOHOK (ONTUManbHble 3Ha4eHUs NapaMeTpoB
o= 10me/cm?; Vo= 250 mxn; Tiy =10 °C v ponycka-
eMbl€ OTKJIOHEHWS NPUBEJEHbI B METOANKE U3MEPEHNIA);
u(p) — cymmapHas cTaHAapTHast HEONPEAeNEHHOCTb OT-
KMOHEHWs pacxoAa rasa HocMTeNs 0T ONTMManbHOro pac-
xoga rasa Hocutens; u(V,;) — cymmapHasi CTaHfapTHas He-
ONPefeNeHHOCTb OTKNIOHEHUS 06beMa annKBOTbI 0T ONTH-
ManbHOro o6bema anukBoTbl; u(7}) — cymmapHas cTaH-
JlapTHas HeompeaeNeHHOCTb OTKNIOHEHNS TeMNepaTypbl
TEpMOCTaTa KONOHOK 0T ONTUMAsbHOI TEMNepaTypbl Tep-
MocTaTa KoNoHoK; ¢(S;) — CyMmapHas CTaHAapTHas Heonpe-
AeNeHHOCTb U3MepeHuii nnowaam nuka; u(K;) — cymmap-
Has CTaHAapTHAsA HeonpeneneHHoCTb YroBOro Koaddu-
LiMeHTa rpafynpoBoYHoil 3aBucumocty; u(P,,) — cymmap-
Has CTaHfapTHas HEOMPeeneHHOCTb N3MEPEHUS AaBNeHMS
npv rpagyvuposke; u(P,) — cymmapHas CTaHfapTHas Heo-
npeAeNeHHOCTb U3MepeHNs faBnenns npu ananuae; u(7-
.») — CyMMapHas CTaHAapTHas HeonpeseneHHOCTb N3Mepe-
HWit Temnepatypbl Npu rpagyuposke; u(7,) — cymmapHas
CTaHOapTHas HeonpeaeneHHOCTb U3MEPEHNIT TeMnepary-
pbl NpU aHanuae; u(a) — CyMMapHas CTaHAapTHas Heonpe-
[eNeHHOCTb CBOGOAHOr0 YNeHa rpajynpoBOYHOIA 3aBM-
CUMOCTK; Cy, Cy, C3, C4, Cs, Co, C7 — KOIDDULNEHTBI YYB-
CTBUTENBHOCTW, ONPe/ensieMble U3 YPaBHEHNS 3MepeHNst
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o6bemHoit aonu (D) i-ro rasa, ONpeaensTCs Kak YacT-
Hble MPOKU3BOAHbIE hopmynsbl (13):

=20 Lty (17)
aSi KzPaT;
czz%:—g, (18)
K, K,
e = a@i _ (Si_ai)'sz (19)
*op, KB,
(=% _ % (20)
A A
a@i _ (Si_ai)'Pzp 21)
T 9T, K, BT,
¢ =2u__ O (22)
©oor, T,
¢, = 09D, _ b, T, (23)

da  K-P-T

HeonpegenexHocTs onpegenequs naoLwagn nuka

HeonpeaeneHHOCTb ONPeAeNeHNs NOLaaN NKa oLie-
HWBAIOT NCXOAS U3 pa3bpoca pe3ynbTaToB U3MepPeHU, Nno-
NYYEHHbIX NPY aHaNU3e B BUAE CPEAHEro KBafpaTn4ecko-
[0 OTK/IOHEHNA.

HeonpegeneHHocTs KOIOBHYNEHTOB rpagyMpPOBOYHON

3aBUCUMOCTH

HeonpeaeneHHOCTb KO3 (ONLMEHTOB rPafyMpPoBOYHON
3aBUCUMOCTU ONPeAensoT MeTOLOM PerpeccOHHOro aHa-
nu3a no dopmynam (7) n (8).

[pagynpOoBOYHbIE 3aBUCUMOCTM NPUBELEHbI Ha puc. 3-8.

HeonpeneneHHocT> ONPEAENneHns AaBneHns

npyu rpagynpoBKe H NPH aHaNn3e

HeonpeaeneHHOCTL ONpefieNeHns 1aBneHns OLeHNBa-
0T UCXOAA M3 CBUAETENbCTBA O NOBEPKE M ONUCAHUA TU-
na Ha UcnoNb3yemoe CpeficTBO M3MEpeHUi No hopmyne,
npeanonaras paBHOMEpPHOe pacnpefeneHune:

_A(R)
u(P,)= T (24)
u(p,y=24), 25)

V3

HeonpegenexHocTs 0npeAeneHns TeMneparypsl

npH rpagynpoBKe H NPH aHann3e

HeonpeaeneHHOCTb ONPeaeNneHusa TemnepaTypbl oLe-
HWBAIOT UCXOAA U3 CBUAETENbCTBA O NOBEPKE U ONUCAHMSA
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TN Ha UCMOMb3YEMOE CPEACTBO M3MEPEHNI MO hopMyre,
npeanonaras paBHOMEPHOE pacnpeaenexue:

u(T,))= A, ), (26)
2p \/g
u(T, )= ad,) (26)

7

Pac4eT cymmapHo# ctaHAapTHOW

HeonpeaeseHHOCTU

CymmMapHyto CTaHLAPTHYIO HEONpPELEeNeHHOCTb Pe3ynb-
TaTOB U3MepeHNit 06bemMHoil fonu (D;) i-ro rada oueHu-
BatOT N0 hopmyne

2 2
u(®) = x/uA(dZ-) +uy (D). (28)
PaclwnpeHHyto HeonpeaeneHHoCcTb pe3ynsLTaTos ns-

MepeHnii o6bemHoit gonn (D,;) i-ro rasa oueHnBaoT
no hopmyne

U@) =k uc(®), (29)

rae k — KoathULMEHT 0xBaTa, PaBHbIit 2 NPU BEPOATHO-
ctn P=0,95 ¢ yueTom nonoxerui [15].

[ns oLeHMBaHUs HeonpeaeneHHOCT He0BX0ANMbI AaH-
Hble NS NOCTPOEHUA rpasyMpoBOYHON 3aBUCMMOCTM, pac-
YeTa yrnoBoro KoadduumenTa, CBO60AHOM0 YNieHa rpagy-
MPOBOYHON 3aBUCUMOCTM WU UX CTAHAAPTHbIX HEONpeaeseH-
HOCTell. Heo6xo4uMble faHHbIe NpUBeLeHbl Ha puc. 3-8.

Pesynbrathl M 06CyXaeHue

PesynbTathl N3MEPEHNIT NONYYEHbI MPU peanuaalni
KBa3MMexnabopaTopHOro aKcnepumMenTa. Peaynbrathl n3-
MEpPEeHURA, Nony4YeHHble NabopaTopusaMu, B COOTBETCTBUY
¢ PMI" 61-2010 o6pabaTbiBanncb COBMECTHO. [pumep
NPeLCTaBEHNS PE3YNbLTaTOB U3MEPEHNS NPU U3MEPEHNN
06bEMHOI [0NM OKCMAa yrnepoaa Tpems «iabopatopus-
mMu» [CO 10532-2014 ¢ aTTeCTOBaHHbLIM 3Ha4EHNEM OKCHU-
nayrnepoaa 0,00039 % npusegeH B Tabn. 6.

MNocne 06paboTKM pe3yrnbTaToB U3MEPEHU BCEMU «J1a-
6opatopuamMu>» BCEX ra3oB BO BCEM JMana3oHe U3MepeHui
NoJTyyeHbl cneaytoLine 0606LLeHHbIE METPOSIOrNYeCcKne Xa-
PaKTePUCTUKN METOANKN N3MepeHuni (tabn. 7).

Mpumep pacyeta HeONPeAeNeHHOCTI Pe3yNbTaToB M3-
MEpeHNiA Ha NpUMepe U3MepeHnii 06bLEMHON JONIN OKCKaa
yrnepoaa npueefeH B Tabn. 8.

Ta6nuua 6. Pe3ynbtatbl U3MEPEHUIA, NMONYYeHHbIE «1a60PaTOPUAMM» HA NPUMEPE U3MEPEHMNA 06bEMHOIA

[0V OKCKga yrnepoga

Table 6. Measurement results obtained by «laboratories» using the example of measurements of the volume

fraction of carbon monoxide

|88 | . |E=| & = = E

'g § §-°\° 'g Ei a2 «E s = e = Mnowanab NMKa BLIXOJHOFO CHTHANa,

S| s85| 585 | &3 ® % = = yen. en.

S| EfZ|EfE|%%| B | P | 5 | &

S| 8g%|2E5| 88| = 2 2 g

S|EF |7 |E8| B2 | B | B | & . . .

> B i1 j2 i3

1 98,5 98,5 296,5 296,5 144,84 136,62 141,26
2 98,5 98,5 296,5 296,5 153,96 139,17 154,10
3 98,5 98,5 296,5 296,5 147,78 152,23 147,96
4 100,7 98,5 296,5 296,5 142,78 139,97 141,74
5 100,7 98,5 296,5 296,5 138,75 137,67 141,26

1 0,00039 | 0,00003
6 100,7 98,5 296,5 296,5 137,25 136,29 141,63
7 100 98,5 296,5 296,5 141,21 143,13 144,50
8 100 98,5 296,5 296,5 154,18 146,84 136,78
9 100 98,5 296,5 296,5 149,94 144,60 144,96
10 100 98,5 296,5 296,5 164,99 145,93 143,04
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OKoHYaHue Tabn. 6
End of Table 6

= % 5 - Sz = = & =

P | oEe | ES2 | 85 = = = =

5§ | 85| g2 |88 o g = = Mnowiaab NHKa BbIXOHOTO CHrHana,

S| E¥3| 58|52 P % = =3 yen. en.

< o c 9 T g2 = = 5 =

=S| 855 | 88882 3 z 2 2

= © o '8 S ® = & @ = = 2 =

= | E§ |Ts"|58| & g 5 3

= | <® = = = = it i2 i3
1 100,6 100,4 297 296,8 85,10 83,21 87,26
2 100,6 100,4 297 296,8 84,74 79,55 87,01
3 100,6 100,4 297 296,8 84,28 86,01 88,69
4 100,6 100,4 297 296,8 83,52 83,89 84,08
5 100,6 100,4 297 296,8 85,51 83,46 84,88

2 0,00039 | 0,00003
6 100,6 100,4 297 296,8 85,31 83,72 87,52
7 100,4 100,4 296,8 296,8 90,44 92,37 91,45
8 100,4 100,4 296,8 296,8 88,13 90,43 87,73
9 1004 1004 296,7 296,8 79,91 86,80 86,19
10 100,4 100,4 296,7 296,8 83,21 83,35 85,53
1 98,3 98,3 293,2 293,2 240,75 245,35 24215
2 98,3 98,3 293,2 293,2 231,03 241,87 229,19
3 98,3 98,3 293,2 293,2 238,57 250,16 230,41
4 98,3 98,3 293,2 293,2 238,19 244,66 257,37
5 98,3 98,3 293,2 293,2 230,31 236,59 246,75

3 0,00039 | 0,00003
6 98,3 98,3 293,2 293,2 229,08 252,12 245,05
7 98,3 98,3 293,2 293,2 218,05 238,72 25417
8 98,3 98,3 293,2 293,2 239,34 217,68 214,45
9 98,3 98,3 293,2 293,2 221,79 235,51 240,99
10 98,3 98,3 293,2 293,2 227,87 220,87 235,44

3akoyenne 06ecneyeHns CONOCTaBUMOCTI M MPOCNEXNBAEMOCTI pe-

YCTaHOBNEHNE N KOHTPOSIb METPOSIOrNYECKNX Xapak-  3yNbTaTOB U3MEPEHUA NPUMEHSIOT BbICOKOTOYHbIE METO-
TEPUCTUK M3MEPEHWNIT OCHOBHOTO AEACTBYIOLIEr0 BELLE-  AMKWN M3MEPEHWIA. Y4nTbiBass OTCYTCTBUE METOANK M3Me-
CTBa W NPUMECEN B 3aKNCU a30Ta MeJULIMHCKON ABNAETCS peHns 06beMHbIX 016l 3aKMCK a30Ta, OKCUAA U ANOKCH-
aKTyaslbHOIM 3afayell B CUNy WIMPOKOrO NPUMEHEHNs 3TO-  [a yrnepoaa, KNWcnopoaa, a3oTa, HeKOHLEHCUPYLWMXCs
ro NeKapCcTBEHHOr0 CPeACTBA B MEAMLIMHCKOI NpakTUKe.  ra3oB B 3aKWUCK a30Ta MeJMLMHCKON C NPUMEHEHUEM NOp-

[ns xapaktepusauun onpegeneHns 0CHOBHOMO feii-  TaTMBHbIX YCTPOWCTB, aBTOPbI NOCTaBUAM LieSib pa3pabdo-
CTBYIOLLEr0 BELLECTBA U MPUMECEN B 3aKUCK a30Ta Men-  TaTb U anpobupoBaTb METOANKY M3MEPEHWIA, OCHOBAHHYHO
LLMHCKOW Haubonee yao06HbIM CPeCTBOM METPOSIOrN4ecKoro Ha MeTo/ie ra3oBOoM Xxpomarorpadun.

m StanoHbl. CraHaapTHble o6pasubl. 2023.T.19, N2 5. C. 95-112
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Ta6nuua 7. MeTPONOrM4ecKne XapakTepUCTUKIN METOLMKN N3MEPEHWIA
Table 7. Metrological characteristics of the measurement method

Moka3atenb npa-
= Moka3aTens NoBTo lMokasaTtenb BOCNPO-| BUNLHOCTY (FPpaHULbl Moka3atenb To4-
g — EMOCTH (oruocu- M3BOAUMOCTH (OTHO- OTHOCHTENbHOW HOCTH (rpaHuLbl
@ § [lnana3oH uame- genbuoe coe HBB- CUTEeJNIbHOe cpeHee HEUCKJIHOYEHHOM OTHOCHUTENbHON
@ 2 | penwii o6bemHoit | Metop KBa aTuEeﬂKoe KBajparuyeckoe CMCTEMAaTHYECKOi NOrpeLHocTH Npu
g § L0N11 ra3oB., % OTKH‘;EBHME} N0BTO OTKJIOHEHME BOC- NOrpewwHocTy Npu L0BEPUTEJIbHOM
s AEMOCTH) o " | npousBopumocTH), | poBepuTENbHOI Be- BEPOATHOCTH
J +Oro 70 % posTHocTH P=0,95),|  P=0,95),5,%
§c, %

(H0] 0,0003-0,0010 | A, B 5,0 6,5 6,0 14

C0, (0,02-0,04 A, b 3,0 4,0 4,5 9

0, 0,05-0,20 A b 3,0 4,0 4,5 9

N, 0,05-0,20 A, b 3,0 4,0 45 9

N,0 |98,0-100,0 A b 2,0 3,0 1,5 6

N,O 98,0 -100,0 B 0,1 0,2 0,3 0,5

N,+0,|0,02 - 0,04 A b 2,0 3,0 2,0 6

Ta6nuua 8. BIOMXET HEONPEJENEHHOCTN Pe3ynbTaToB U3MEPEHNIA oKcuaa yrnepoaa MeTo40M ra3oBon
Xpomarorpaduu ¢ UCNosb30BaHUEM rPaAyNPOBOYHOI 3aBUCMMOCTH

Table 8. Uncertainty budget for carbon monoxide measurements using gas chromatography via a calibration
curve

NecTouHmkK OueHka Ep. n3m. u, Koam.:yscm. 3akoH pacnp. cu; cu?
Lo 0,00037 % 5,01-10-¢ 1 N 5,0-10-6 2,5-10"
S 144,51 ycn.en. 1,19 3,1-10-¢ N 3,7-10° 1,4-10-"
K 324117,69 - 1220,67 -1,2-10-° N -1,4-10-5 2,0-10-12
P, 98,5 kMa 0,115 3,8-10-8 R 4,4.10-7 2,0-10"
P, 98,5 KMa 0,115 -3,8-10-¢ R -4,4-107 1,9-10%
T, 296,5 K 0,3 1,3-10-¢ R 3,7-1077 1,4-10
T, 296,5 K 0,3 -1,3-10-¢ R -3,6-107 1,3-10-"
a 21,91 - 8,16 -3,1-10-5 N -2,5-10-5 6,3-10-1
® 10 CM3/MUH 0,58 -2,2-1078 N -1,3-10-¢ 1,6-10-"
V., 250 Mm® 2,89 -3,7-1077 N -1,1-10-¢ 1,2-10-"2
T, 70 °C 1,2 -9,4-1077 N -1,1.10-5 1,2-10-2
b, -2,2-10-¢ CM3/MUH 3,85-10-8 0,58 N 2,2-10-8 49.10-"
b, -3,7-1077 MK/ 3,08-10-7 2,89 N 8,9-107 79-10"°
b, -9,4-10~7 °C 7,70-107 1,15 N 8,9-10~ 79-10-"%

Measurement Standards. Reference Materials. 2023. Vol. 19, no. 5. P. 95-112
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OKoHYaHue Tabn. 8
End of Table 8

WcTouHmMK OueHka Ep. n3m. u, Koatb.:yscrs. 3akoH pacnp. cu; c’u?
CranpapTHas HeonpegeneHHocTb Tuna A, u,, % 5,01-10-6
CranpapTHas HeonpegeneHHocTb Tuna B, u,, % 2,57-10-°
CymmapHas cTaHaapTHaa HeonpeAeneHHocTb, U, % 2,62-10-5
PacwupeHHas HeonpeaeneHHocTb, U, % 5,24-10-5
OTHOcMTENbHAA pacluMpenHas HeonpegeneHHocTts, Uy, % 14,0

B x04e npoBefeHHOro uccrefoBaHuns onpeLenexs! on-
TUManbHbIe YCNOBMA NPO6ONOATOTOBKM, BbIMOJIHEHbI UC-
CIefj0BaHNA METPONIOTUYECKNX XapaKTepucTuK MeToam-
KU 3MEPEHNI AN NONYYEHNA Pe3ynbTaToB U3MEpeHuil
nyTem OpraHn3auum KBasmmexsiabopaTopHOro aKkcnepu-
MEHTa, NP1 3TOM UCMOJNIb30BAHbLI METOJ NOCTPOEHNS rpa-
[LYyUPOBOYHON 3aBUCUMOCTI, METOJ BHELLHEro cTaHaap-
Ta W pacyeTHbI MeTon ANA NOny4eHUs pesynbrara us-
MepeHuid. PazpaboTaHHbIN anropuTM U pe3ynbTathl pac-
yeTa HeonpeaeneHHOCT N3MepeHnint 06bEeMHbIX J0ei
ra3oB BbINOMHEH C y4eToM nonoxenuit EBPAXM / CUTAK,
a TakXe C y4eTOM METOANYECKUX BANSAIOWNX (PAKTOPOB,
KOTOpbI€ OLEHMBANINCL C NOMOLLbI0 MHOrOAKTOPHOTO
3KCMepuMeHTa 1 ero 06paboTkn MeToLOM PErpeccuoH-
HOrO aHanusa.

Mpu aTTecTaumn pa3paboTaHHOR METOAUKU N3MEPEHUIA
onpefieneHbl CrefytoLne MeTponornieckue xapakTepuc-
TWKU: MOKa3artesib NOBTOPAEMOCTH, MOKa3aTesb BOCNPOM3-
BOAWUMOCTU, NOKa3aTtesib NMPaBUIbHOCTH; NOKa3aTenb TOY-
HOCTW, CTaHJAPTHbIE HeonpejeneHHocTn Tuna A u B, cym-
MapHas 1 paclimpeHHas HeonpeneneHHocTn U3MepeHni.

MeToauka namepeHunii 06bLEMHbIX [JONei 3aKUcKu aso-
Ta, OKCUAa 1 ANOKCKUAA Yrieposa, KUucnopoga, asora, He-
KOHLEHCUPYIOLLMXCS ra30B METOA0M ra3oBoii Xxpomarorpa-
(bum B 3aKMCK a30Ta MELMLMHCKON aTTECTOBAHA, 3aperu-
cTpupoBaHa B ®efepanbHOM MHAOPMALMOHHOM (DOHJE
no o6ecneveHnio efuHcTBa N3MepeHnin ®P.1.31.2023.45047.

TeopeTnyeckas 3Ha4MMOCTb NMOMYYEHHbIX pe3ynbra-
TOB 3aKJIl0YaeTCA B pa3paboTke MeTOAONOMMYECKNX NOJ-
X0[0B K Npolefype aHanu3a KayecTsa 3aKucu asora
MeAULIMHCKOW.

MpakTnyeckan 3Ha4UMOCTb NOSYYEHHbIX PE3YNbTaTOB
3aKJ104aeTCA B BO3MOXHOCTW NPUMEHEHNs paspaboTaH-
HOW METOAUKMW ANS NPOBELEeHUsS roCyapCTBEHHOIO KOH-
TPONA Ka4ecTsa 3aKMCW a3oTa MeJULMHCKON Kak B ycno-
BUAX CTALMOHAPHOW nabopaTopum, Tak 1 Ha 6a3e nepe-
[BVXHOI naboparopuu.

m StanoHbl. CraHaapTHble o6pasubl. 2023.T.19, N2 5. C. 95-112

bnarogapHocTi: 3T0 MCCNeA0BaHME He NONYyYano u-
HaHCOBOW NOALEPXKW B BUAE rPaHTa OT Kakoi-nn6o op-
raHmsauun rocyfapCTBeHHOro, KOMMEPYECKOro Unu He-
KOMMEpPYecKoro cektopa. Bce namepeHus npoBoANINCH
c ucnonb3oBaHuem o6opynosanng ®IreY «MMLUIYAOCMIT»
PocagpasHaasopa.
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