ST1anoHsbl. CtaHpapTHble o6pa3supl. 2023. T. 19, N2 3. C. 31-43.
Measurement Standards. Reference Materials. 2023. Vol. 19, no. 3. P. 31-43.

CTAHAOAPTHbIE OBPA3LLbI

HayyHas cTatba
YIK 543:678.01
https://doi.org/10.20915/2077-1177-2023-19-3-31-43

MeTponornueckoe obecneueHue B obnacTtu
N30TepMUUYECKOMN KaIOPpUMETPUN TUTPOBAHMSA:
nepcrneKkTUBbl pa3paboTKu cTaHAAPTHbIX
obpasuos
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AHHoTauus: 13oTepmuyeckas kanopumeTpus TutposaHus (MTK) no3sonsert uccnefosarth TensioBble 3GheKTbl pasinyHbIx
XUMNYECKUX U (HM3NKO-XMMUYECKMX NPOLLECCOB, B TOM YMCJIE U NPOLIECCOB PACTBOPEHUS. [laHHbI METOA SBISETCH CPABHU-
TeNbHO HOBbIM. [T03TOMY aKTUBHOE pacLUMpeHne 061acTy ero NPUMEHeHUs BbISBIMO pag npo6nem. Hanpumep, B paccMarpu-
BaemoM CTaTbe NOAHMMAeTCs Npobiema HeJoCTaTO4HOr0 METPOIOrNYeCcKoro 06ecneyeHns U30TeEPMUYECKINX KanopruMeTpoB
TUTPOBAHUA, YTO NPUBOAUT K HECOrNIAaCOBAHHOCTW PE3YNbTATOB, NOMYHEHHbIX HA Pa3SINYHbIX MOLENAX KanopuMeTpos,
A TAKXKe K X HECOOTBETCTBUIO IMTEPATYPHBLIM JaHHbIM. Vicnonib3yeMble B HACTOALLEE BPEMS 3NEKTPUYECKAN U XUMUYecKas
npoLesypbl KanMOpPOBKM KaNopuMETPOB He ABNAKOTCSA YHUBEPCANbHBIMU U UMEIOT PSS OrPaHUYeHUiA NpK UX NPUMEHeHMN.

Llenbto HacToALEro nccnefoBaHuns ABNAETCA BbIPab0TKA OCHOBHbLIX MOAX00B K CO3J4aHNI0 CepTUDULMPOBAHHBIX CTaH-
LapTHbIX 06pa3L0B C aTTECTOBAHHbLIM 3HA4YEHUEM KONUYECTBa TENNIOThl (PU3MKO-XUMUYECKUX B3AMMOLENCTBUIA C yCcTa-
HOBJIEHHON METPOIOrMYECKOM NPOCEXMBAEMOCTbIO K OCHOBHBIM euHULAM Sl.

B x0/€ BbINONHEHUS UCCNeA0BAHNA NPOBEAEH aHANN3 COCTOAHUSA METPOJIOrNYeCcKOoro 06ecrneveHns B 061acTn U3MepeHui

UTK, cchopmynunpoBaHbl 0CHOBHbIE TPe6OBAHNA K BELLLECTBAM — KaHAnAaTam Ha posib CO; oueHeHa LieneBas HeonpeaeneH-
HOCTb 3HA4YEHUA MHTErpanbHOM TeNNOTbI Pa3BeeHns pacTBOPOB NponaHona-1 nyTem aHanm3a XapakTepucTuk paboymnx
CPenCTB U3MEPEHMIA, 4TO NMO3BONUO YCTAHOBUTL TPEBOBAHUA K METOLY U3MEPEHWNIA, NPUMEHAEMOMY ANA XapakTepnsa-
uum CO. MpepnoxeH n oNpo6oBaH MeTOL ONpPefeSieHns aTTeCTOBAHHOMO 3HA4eHNA KOTIMYECTBA UHTErpansHoi TennoThbl
pasBefeHus, 06ecneqnBatoLLi NPOCNEXMBAEMOCTb K FOCYAPCTBEHHOMY NEPBUYHOMY CreLMansHOMY 3TanoHy eAMHNLbI
KONMU4eCcTBa TENOThI B 06/1aCTN KANOPUMETPUN PacTBOPeHUs n peakunii 3T 133.

B nepcnekTuBe nns peanu3awuum npoexkta He06xo0AMMO NPOLOSIXKEHUE UCCNEJ0BAHNIA C LieNbI NOSTy4eHUs 3KCNepuMeHTalb-
HbIX IaHHbIX M0 XapakTepm3aLmu, OLeHKe 04HOPOAHOCTU U cTabunbHOCTM MaTepuana GO, 06paboTKK NOSyYeHHbIX pe3ynbTa-
TOB U OLIEHKW HEOoNpeeneHHOCTM aTTeCTOBAHHOMO 3HAYEHNS, 4TO NMO3BONNT 3aBePLUMTL PaspaboTKy CTaHAAPTHbIX 06pasLioB.

KnioyeBble cnoBa: M30TepMUYECKas KanopuMeTpus TUTPOBAHMS, HEONPeLeSIeHHOCTb U3MEPEHNiA, XUMnYeckas Kanmbposka
VKT, ctanpapTHble 06pasLibl, aTanoH

Wcnonb3yemble B cTaTbe cokpawenus: 3T 133-2012 — locyaapCTBEHHbI NEPBUYHbIA CMELMaNbHbIA 3TanoH eAUHNLbI
KONn4ecTBa TENNIOTbI B 06NACTW KanopumeTpuu pactsopenuns n peakumin; CO — ctangapTHbIn obpasel; CU - cpenctso
namepeHuit; UKT — nzotepmuyeckas kanopumeTtpus Tutposanns; CKO — cpefHee KBaapaTu4yeckoe 0TK/IOHEHME.
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Abstract: Isothermal titration calorimetry (ITC) allows studying the thermal effects of various chemical and physicochemical
processes, including dissolution processes. This method is relatively new. Therefore, the active expansion of the scope of
its application has revealed a number of problems. For instance, the article raises the problem of insufficient metrological
support for isothermal titration calorimeters, which leads to inconsistency of the results obtained on different models of
calorimeters, as well as their inconsistency with literature data. The current electrical and chemical calibration procedures
for calorimeters are not universal and have a number of limitations in their application.

The purpose of the research is to develop basic approaches to the creation of certified reference materials with a certified
value of heat of physicochemical interactions with established metrological traceability to the base Sl units.

In the course of the study, the analysis of the state of metrological support in the field of ITC measurements was carried out,
the main requirements for candidate substances to RMs were formulated; the target uncertainty of the value of the integral
heat of dilution of propanol-1 solutions was estimated by analyzing the characteristics of working measuring instruments,
which made it possible to establish requirements for the measurement method applied to characterize RMs. A method for
determining the certified value of the integral heat of dilution that provides traceability to the State primary special standard
of the unit of heat in the field of dissolution calorimetry and reactions GET 133 has been proposed and tested.

In order to implement the project, it is necessary to continue research in order to obtain experimental data on the
characterization, assessment of the homogeneity and stability of the material, processing the obtained results, and
estimating the uncertainty of the certified value, which will make it possible to complete the development of reference
materials.

Keywords: isothermal titration calorimetry, measurement uncertainty, chemical calibration of ITC, reference materials,
standard

Abbreviations used: GET 133-2012 — State primary special standard of the unit of heat in the field of dissolution calorimetry
and reactions; RM — reference material; Ml — measuring instrument; ICT — isothermal titration calorimetry; SD — standard
deviation.
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BeeneHune yaensanoch 60NbLIOe BHUMaHKE. Hanpumep, B Takux pa6o-
30TepMuyeckan KanopumMeTpus TUTPOBAHMA — CPABHU-  Tax, Kak [1-5] nokasaHo, 4To MeTof nonyyun Hanbonee
TENbHO HOBbIA METOS UCCNEA0BAHMSA TENOT XMMUYECKMX  LUMPOKOE pacnpoCTPaHEHNe B XUMUYECKUX, MEANLNHCKNX
1 (OM3NKO-XMMUYECKIX B3aUMOLENCTBIIA, CTABLUMIA MAacCOBO M BMONOTUYECKMX UCCNEA0BAHMAX.
KOMMepyeckun focTynHbimM ¢ 1990-x rr. B nocnefHue rofbl CyuwiecTtBeHHbIM NpenmyLiecTsom Metoaa UKT aenset-
MeToLy U30TepMuyeckor kanopumetpun Tutposanus (MKT)  ¢q BO3MOXHOCTb U3Y4UTb MOJSIHbIA TEPMOLMHAMMUYECKMIA
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npodnb NPOLiEcca: KOHCTAHTY CBA3bIBAHUS, U3MEHEHUe
3HTaNbNUW, 3HTPONUM U CBOBOAHON 3Hepriu [M66ca — B pe-
3ynbTate OfHOro aKkcnepumenTa [2].

ExxeroaHo 6onee 4em B 500 ny6nmkauuax npuBoasaTcs
pe3yNbTaThbl HAY4HbIX UCCIIEA0BAHMUNA, NOSTYYEHHbIE C NOMO-
wbto metoaa MKT. Okono 80 % aTux nybnukauuin kacawrt-
CA ccnefoBaHnini B3aumMoencTeua 6MomMonexkyn: npote-
MHOB C APYrUMU NPOTENHAMU, MOHAMWU METaNJIOB, Xnpa-
MW, HYKJTEMHOBLIMUW KUCNoTamu u yrnesogamu [2—4]. Mpu
3TOM 06nacTb npumeHeHuns VKT nocTosHHO pacluupseTcs
1 BKJIIOYAET TaKXXe, HanpuMep, KNHETUKY 3H3UMOB U Xa-
paKTepM3aLmnio NeKapCTBEHHbIX CPEACTB, a B Ny6nuKaumm
Prozeller D. [5] ynomuHalTCcs nccnefoBaHns B3aumMosen-
CTBUA NPOTEUHOB C HAHOYACTULAMN.

B CBA3M C aKTWUBHbIM pacLLMpeHnem 0651aCTh NpuMeHe-
HUS, @ TAK)Ke NOBbILLEHUEM TPEOOBAHMIA K TOYHOCTM U [0-
CTOBEPHOCTW pe3ynbTaTos, nony4aemsix metogom WKT,
NOBbILIAETCA BHUMAHME K BONPOCAM METPOJSIOrMYeCcKOro
06ecne4eHns N30TePMUYECKMX KarIOPUMETPOB TUTPOBAHUS.

B HacTosLee BpeMs HA NPAKTUKE NPENMYLLECTBEHHO
NPUMEHSAETCA INEKTPUYECKAA KannbpoBKa KanopumeTpos
C nocneayioLlen Bepudpukalmein npyu nOMoLLU Xummuye-
CKMX 1 (PM3NKO-XMMMNYECKIX B3aUMOEACTBUI, 3HAYEHUS
TENNOoBbIX MEKTOB KOTOPbIX U3BECTHbLI U3 NUTEPATYP-
HbIX laHHbIX. TaKue B3auMOencTBMa MOryT npefcTas-
NATb CO60M XUMNYECKMe peakummn, NpoLecchl pacTBo-
PEHUS YMCTbIX BELLECTB MM Pa3BELEHNS X PacTBOPOB,
HO B Ny6nMKaunax 0603Ha4anTCA B LENOM KaK «Kann-
OpOBOYHbIE», «TECTOBbIE» [6] NN «CTAaHAAPTHLIE peak-
unm» [7]. B naHHoO paboTe NpUMEHAETCA TEPMUH «CTaH-
LapTHbIE peakuumn».

BaXHO OTMETUTb, 4TO TeKyLlas NpakTUKa UMeeT Cy-
LLleCTBEHHbIE METPOSIOrMYECKME HEAOCTATKM, YOMUHAE-
Mble B page nybnukaunii. Hanpumep, asTopamm [8, 9] 6blI-
NN OTMEYeHbI CYLLLECTBEHHbIE PACXOXAEHNA 3HAYEHUN Te-
Nn0BOro agpeKTa peakLumn, NoNY4YEHHbIX C NPUMEHEHN-
€M pasHbIX MOAeneit KanopumeTpos. Takxe aBTopsl [8, 9]
06palLatoT BHUMAHUE, YTO NOMYYEHHbIE 3HAYEHNA OTKMO-
HAKTCA OT NPUBEAEHHbIX B nuTepatype [10, 11], npuyem
B HEKOTOPbIX CNy4asx 3T0 OTKNOHEHWe NpPeBbILIaeT 3asB-
NIEHHYI0 HEONpeLeNleHHOCTb.

B pa6oTte [12] aBTop Myszka D. G. npefcrasun pe-
3ynbTaThl MeXnabopaTopHbix cnuyeHuii ABRF-MIRG, Ko-
TOpble NOKa3anu, 410 CTaHJAPTHOE OTK/IOHEHUE 3Hayve-
HUS TENNOBOro agppekTa peakumu, Noay4eHHoro obpa-
60TKOW Pe3ynbTaToB y4aCTHWKOB, COCTaBm0 0Kkoso 20 %,
YTO 3HAYUTENBHO NPEBLICUIIO OLEHKI TOYHOCTM, 3aSABIIEH-
Hble n1abopaTopuaMm.

HekoTopble nccnegosarenu [13, 14] cBA3bIBaOT TakyHo
M3MEHYMBOCTb C PA3NUYNAMK B UCXOLHbIX MaTepmanax

1 npoueaypax ux noAroToBKW, NOAYEPKMBAKOT HEOOX0AN-
MOCTb NePBUYHOr0 CTaHAapTa, 06najarLLero 4oCTaroy-
HO CTAaBUNLHOCTBIO U AOCTYNHOCTbIO AN NONb30BATENEN,
T. €. 0TBEYaloLLero TpeboBaHMAM K CepTUMULUPOBAHHBIM
CTaHAapTHbIM 06pasLam.

Kpome TOro, cpaBHUTE/bHbIE UCCNEA0BAHNA 3MeK-
TPUYECKOW 1 XMMUYECKOR npoueayp Kanuéposku [13, 14],
a TaKkxe pekomeHaaumn MexxayHapoLHOro coro3a Teope-
TUYEeCKOI U npuknagHon xumum NHOMAK [6] nokasbiBa-
10T, 4TO UCNOMb30BaHNE CTaHAAPTHBIX PeaKLWA Npu XUMN-
YeCKOI KanmbpoBKe NO3BOSIAET TOYHEE ONpeLennTb ad-
(PeKTUBHbIN 06bEM AYENKN N JHEPTETUYECKNIA SKBUBANIEHT
Kanopumetpa.

HekoTopble peakumu, NpUMeHeHUe KOTOPbIX MOXET ObITb
060CHOBAHO B Ka4eCTBE CTaHAAPTHbIX, 6bINN NPEAJSIOKEHbI
VOMAK B [6]. OaHAKO BO3MOXHOCTb MPUMEHEHMS MHOTUX
NPMBE/EHHbIX B NUTEpAType CTaHAAPTHbIX peakuuin orpa-
HUYEeHa B CBSA3U C HECOBMAAEHWEM TENN0BOro adydekTa pe-
akumu ¢ pabo4um J1anasoHoOM KanopumeTpa u 06nacTbio
NPUMEHEHNS, PUCKOM 3arpsi3HeHmMs Wwnpuua ans nogayu
o6pasLa n n3MepuTesbHO F4eiki, OTCYTCTBUEM KOMMEP-
YeCKW JOCTYMHbIX MaTepuasoB U T. 4.

Vicnonb3oBaHne CTaHAAPTHbIX peakLui npeaycMoTpeHo
1 npousBoanTensmu cpeacts namepenunii (GI): komnaHuu
MicroCal u TA Instruments B pykoBofcTBax no akcnnyara-
LMW MUKDPOKANTIOPUMETPOB PEKOMEHAYHOT NPUMEHSATL HA60-
pbl PEAKTUBOB COGCTBEHHOMO NPOonU3BoACTBA. CTOUT OTMe-
TWUTb, YTO 3TU HABOPLI He ABNAIOTCA CTAHLAPTHLIMM 06pa3-
LLamMK, TO eCTb UX OAHOPOAHOCTb U CTA6UNILHOCTb HE rapaH-
TUPOBAHA, KaK 1 NpsMas NPOCNEXMBAEMOCTb «OMOPHOr0»
3HaYeHUs, B Ka4eCTBE KOTOPOro NPMHMMAIOTCS [aHHble
U3 NUTEPATYPHbIX UCTOYHUKOB. TakXe BO3HMKAET BOMPOC,
Kakum 06pasom 06pasLy NPpUCBOEHO NPUMMCAHHOE 3Ha-
YeHUe 1 ero HeonpeeNeHHoOCTb. 3a4acTyio MHopMaLus
0 cnoco6e YCTaHOBJIEHMSA TOr0 3HAYEHUSA, ero NPOCIeXM-
BAaeMOCTM, MeTOax 06pabOoTKM M MONYYEHNSA NCXOLHBIX
QAHHbIX OTCYTCTBYET.

Cnenyet OTMETUTDb, YTO AaHHbIE U3 NUTEPATYPHbIX
NCTOYHWKOB [7, 8, 13, 16—17] MOXXHO NPUMEHATb B Ka4ecT-
BE peddepeHTHbIX 3HAYEHUII C HEKOTOPOM 0CTOPOXHOCTHIO,
NOCKONbKY paHee NOMy4YeHHbIe Pe3ynbTaTbl MOrAN ObITh
NOJBEePXXEHbl CUCTEMATUYECKUM 3(pdreKTam 1 npeacTas-
NeHbl C CYLLECTBEHHO 3aHMKEHHON HEONPEeNEeHHOCTbIO,
Hanpumep, No NpPUYMHE TOrO, Y4TO HE BbINN YYTEHbI BaX-
Hble COCTABNAOLLME, TAKNE KaK KOHLEHTPALMa TUTPaHTA.

MNoaTomy OLeHKa HeonpeeneHHoCTU 3MePeHUi n3o-
TEPMMYECKMX KANOPMMETPOB TUTPOBAHUA ABNAETCA aKTy-
anbHOM Npo6nemon, KoTopas ceiyac akTUBHO MUCCrenyeT-
cq Kak npoussoautenamu CU [13], Tak n Hay4HbIMKM Opra-
Huzauusamu [8, 17-20].
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AHanma nutepatypHbIx faHHbix 1 GU® OEN' nokasan,
YTO B HACTOSALLEe BPEMS OTCYTCTBYIOT METPOJSIOrUYECKUNe
cpeacTBa Ans 06ecnevyeHns eauMHCTBA U3MePeHuit B 06-
NacTv KanopumeTpum TUTPOBAHUSA. B CBA3M C 3TUM BO3HU-
KaeT HeobXx0aMMOCTb Pa3paboTKn TaknxX CPeLCcTB — CTaH-
AapTHbIX 06pa3yoBs (CO) ¢ aTTeCTOBaHHbIM 3HA4eHNEM KO-
NUYeCTBA TENNIOTbI PACTBOPEHMS, Pa3BeeHUs 1 peakLuil,
06ecneynBaroLLKX NPOCNEXNBAEMOCTb U3MEPEHWIT K eaN-
Huuam Sl v npeaHa3HA4YEHHbIX AN NOBEPKK, I KannbpoB-
KW CPefCTB U3MEPEHWNIA, U KOHTPOS TOYHOCTM aTTECTOBAH-
HbIX 1 CTAaHAAPTM30BAHHbIX METOLMK.

Llenbto HacToALLEro nccnefoBaHns ABNAeTcA BbipaboT-
Ka OCHOBHbIX N0AX0[10B K CO3[aHNK0 CePTUDULIMPOBAHHbIX
CTaHAAPTHbIX 06PA3LI0B KONMYECTBA TEN0Tbl pPa3BeeHNns
C YCTAHOBJ/IEHHOW METPOJIOr4ECKON NPOCIEXMBAEMOCTbIO
K OCHOBHbIM efuHuLam Sl.

B 3agaym gaHHoro uccneaoBaHns BXOAMT CleAYHoLLee:
TEOPETUYECKNIA aHanNNn3 NUTepaTypHbIX UCTOYHNKOB; 060-
CHOBaHIe BbI6OPA BELLLECTB-KAHANAATOB Ha ponb CO; onpe-
neneHue npoueaypsl attectauum CO; npoBefeHMe UCMbI-
TaHWIA B LieNsX YTBEPXAEHWUA TUNA; YCTAHOBJIEHWe METPO-
noruyeckux xapaktepuctuk CO.

[na pewenna aTux 3agay 6bia1 NOATOTOBNEH NPOEKT
no pa3paboTke CTaHAAPTHLIX 06Pa3LOB KONMYECTBA Te-
nnothbl. B xofe paboT Ha OCHOBaHMW aHanu3a nutepartypsbl
ObINK BbIOPAHLI BELLECTBA-KAHANAATLI, ONpPeaesNieHbl Tpe-
00BaHMA K HUM W K LieneBoit HeonpeaeneHHocTn CO, a Tak-
XKe NPenoXeH MeTo U3MepeHnin Ans OLeHKN OAHOPOHO-
CTu 1 ctabunbHocTn matepmana CO. B peaynbTate cosep-
weHcTBOBaHNA MIT 133-20122 6bInn paclumpeHbl ero yHK-
LLMOHASbHbIE 1 M3MEPUTENbHbIE BOZMOXHOCTM B 06/1aCTh
MWKPOKaNOPMMETPUYECKNX N3MEPEHUIA, 4TO MO3BONUIIO
06ecneqnTb BO3MOXHOCTb NPUMEHEHNS B Ka4ecTBe METo-
na artectauuu CO npsamoro mMeTofa U3MepeHuii ¢ npume-
HeHneM 060pyaoBaHus n3 coctasa AT 133-2012. daHHbIii
MeToA 6b11 0Npo60BaH Ha BbIGPAHHbIX BELLECTBAX-KAHAU-
natax ans paspa6otku CO.

Marepuanbsi n meToAabl

MogroToBka npoexra

MoarotoBka NpoekTa 6blna OCYLLECTBIIEHA C Y4ETOM pe-
komengauun ISO Guide 35. Pa3paboTaHHbIi nnaH npoekTa

TOUND OEN - denepanbHblil MHGOPMaLMOHHbIA (DOHA No 06ec-
MEeYeHNI0 eANHCTBA U3MEPEHMIA: OPULNATBHbIN CalT.
URL: https://fgis.gost.ru

2[3T 133-2012 TocynapCTBEHHbIA NEPBUYHbIA CeLanbHbli
9TaNIOH eAMHNLbI KONNYECTBA TENNOTbI B 061aCTU KanopumeTpun
pacTBOPEHMA U peakunit / nHCTUTYT-Xxpanutens ®ryn «BHUMM
um. 1. . Menpeneesa» // ®U® OEN: opuunanbHbiii caiT.
URL: https://fgis.gost.ru/fundmetrology/registry/12/items/3978212
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BKJTI04AET CNeAlyloLIMe 3Tanbl: ONpeaeneHne matepuana
CO; onpegenexue ueneson HeonpegenenHoctu CO; nna-
HUPOBaHME 3KCNEePUMEHTOB, BbIBOP 11 oNpo6oBaHMe MeTo-
[I0B 1 CPEAICTB XapakTepu3auuu; nnaHupoBaHme aKkcnepu-
MEHTOB U BbI6OP METOMI0B W CPeACTB AN8 UCCNEN0BaHMIA
OLHOPOAHOCTY W CTaBUNbHOCTH; UCCNEJ0BAHNUS OHOPOA-
HOCTM 1 cTabunbHocTK; XapakTepuaauma CO; oueHKa He-
OMpeAeneHHOCTN aTTECTOBAHHOIO 3HAYEHNS.

Bei6op matepmana GO 6bi1 OCYLLECTBNIEH HA OCHOBA-
HUM aHANM3a NUTepPaTYPHbIX NCTOYHWUKOB, OMUCHIBAKOLLIMX
NpMMeHeHMe CTaHJapTHbIX peakunii. B xoae aHanm3a 6bi-
NI PaCCMOTPEHbI NPEUMYLLLECTBA U HEJOCTATKN BELLECTB,
NCNoNb3yeMblX AN NX peann3aLui, a TakXKe NpakTuka ux
NPUMEHEHUS.

OueHka uenesoit HeonpegeneHHoctn GO 6bina npose-
JleHa Ha OCHOBAHMW aHanNu3a COCTOAHUA 0611acTN n3Mepe-
HWIA 1 XapaKTepUCTMK MUKPOKANOPUMETPOB, 3asiBNEHHbIX
NpoU3BOAMTENAMM, aHANN3a Pe3yNbTaToOB Mexnaboparop-
HbIX 3KCMEPUMEHTOB 1 MHADOPMALIMM O METPONOTMYECKUX
xapakTepuctukax CU, npeactaBneHHbIX B Ny6nMKaLnsx.

lMnaHnpoBaHue aKCNepUMEHTOB, BbIGOP 1 ONPo60BaHNe
MEeTOA0B 1 CPELCTB XapakTepnaunu 6binn 0CyLlecTBe-
Hbl HA OCHOBAHMM OLIEHKK LieNneBoi HeonpeaeneHHocTm GO.

Bbl60Op METOI0B W CPeACTB ANA UCCNeaoBaHWii OAHO-
POLHOCTW U CTabUNBLHOCTU ObIN1 OCYLLECTBNIEH HA OCHOBA-
HWUWM aHanM3a CTaHJAPTHOr0 OTKNIOHEHMS 3MEPEHUI NOBTO-
PAEMOCTU NPW U3MEPEHNAX TENN0BOro adhheKTa peakLmu.

NcenenoBaHms 0aHOPOAHOCTU 1 CTABUNBLHOCTH, Xa-
pakTepu3auns CO 1 OLEHKA HEOMpPEeNIeHHOCTN aTTecTo-
BAHHOT0 3HAYeHMS 3annaHUPOBaHbl B X0e JanbHeRLmnxX
nccneaoBaHuia.

O6opynoBaHue

[ns nposefeHns NnpeBapuTenbHbIX 3KCNepUMeHTaNb-
HbIX UCCNESOBAHWUIA NPUMEHANN 3TANOHHbIA MUKPOKaopH-
metp MKT (BHUUM, Poccus) u MMKpOKanopumeTp-Kom-
napatop NanolTC SV (TA Instruments, CLLUA) u3 coctasa
3T 133-2012.

JTanoHHbIin Mukpokanopumetp MKT npefcTasnser co-
601 AndpdepeHLnansHblil TUTPALUOHHBIA MUKPOKaNopu-
METP TENJI0BOro NOTOKA U COCTOMT U3 U3MEPUTENBHOTO Ka-
NOPUMETPUYECKOro 6J10Ka C BYMA AYeliKaMu: U3MepUTeSIb-
HOW W CPABHUTENbHOMN, CUCTEMbI JO3MPOBAHUSA, CUCTEMbI
yNpaBJieHNs TEMNePaTypPHbLIM PEXIMMOM, CUCTEMbI YNpaBie-
HWUA U3MEPUTENBHBIM NPOLIECCOM U cUCTEMbI c6opa 1 06pa-
60TKM UHGhopmaLun. 1na 06paboTKm 3KCMEepUMEHTASTbHbIX
AaHHbIx npumensetcs M0 OriginPro 2022b. BHewHWiA BuA
mukpokanopumetpa MKT B c60pke npefcTaBieH Ha puc. 1.

MeTponornyeckue xapakTepucTuKi 3TasIOHHOr0 Mu-
kpokanopumetpa MKT: gnanasoH 3Ha4yeHuii KONU4ecTBa
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Puc. 1. 3TanoHHbIn Mukpokanopumetp TuTposaHns MKT

n3 coctasa AT 133-2012

Fig. 1. Reference microcalorimeter for titration MKT from

TennoTbl, B KOTOPOM BOCNPON3BOANTCA eAnHNLA B CNeLn-

GET 133-2012

aJIbHbIX YCN10BUAX, CpeHee KBaapaTtieckoe OTKIIOHEHNE

OLIEHKIN N3MEPSIEMOIi BENNYNHBI S,y NPU YMCTE He3aBUCUMBIX
N3MEpPEeHUI 11, HEUCKIOYEHHAa cucTemMaTmyeckas norpeL-
HocTb ®, CymmapHoe cpefiHee KBafpaTU4ecKoe OLEHKN
N3mepsieMoit BeNIUYMHBI Sy, 0BEPUTENbHbIE FPAHNLbI NO-
TPELUHOCTY OLIEHKM N3MePSeMOoil BENMYUHBI Az, CTAHAAPT-
Has HeONpeeneHHOCTb, OLEHeHHas no Tuny A, u,,, CTaH-
[apTHas HeonpeneneHHoCcTb, OLEHeHHas no Tuny B, ug,
CYMMapHas CTaHJapTHas HeonpeaeneHHoCTb Uy U pac-
upeHHas HeonpeaeneHHocTb U, npu Ko3adhduLueHTe ox-
BaTa k=2 npusefeHbl B Ta6N. 1.

Marepuan—kaHgugar CO

Mpw BbI6OPE MaTepUanoB-kaHAMAATOB 45 pa3paboTku
CO K HUM 6bINK cchopmynupoBaHbl 6a30Bble TPEOOBAHUS:

— Marepuarnbl-KaHaWAATLI LOMKHBI 06ecneYnBaTh BO3-
MOXXHOCTb NPOBEAEHUSA CTAHLAPTHOW peakunumn ¢ 3afaH-
HbIM TEMN0BbI4eNEeHNEM B COOTBETCTBYIOLLEM ANANA30HE;

— mMaTepuanbl-KaHAWAATbI JOMKHbI ObITb XUMUYECKM
CTabUNbHBIMU NPU XPAHEHUM U NPOBONOATOTOBKE;

— marepuanbl-KaHAMLATbl He LOMKHbI BCTYNaTh B NO-
60YHbIE XMMUYECKNE PEAKLWWN C PACTBOPUTENIEM U MaTe-
puanamm KOHCTPYKLUM KaniopumeTpa,;

— MaTepuanbl-KaHAUAaTbl HEOO6XOAMMOW CTENEHMN Yu-
CTOTbI JOJIXKHbI 6bITb KOMMEPYECKN AOCTYMHBI.

B uenom npo6nembl BbIGOPA NOAXOASALLMX MATEPUASIOB
[0CTaTO4YHO NOAPOGHO M3y4anuch 1 paHee M paccMoTpe-
Hbl, Hanpumep, B [6, 21]. BbiBO4bI AaHHbIX paboT, NpakTu-
Ka NPUMEHEHMA 1 Pe3ynbTaThbl MCCEA0BAHMNIA CTaHaapT-
HbIX peakKLnil, Kak n cHOpMynnMpoBaHHble TPe6OBaHMS, Obl-
NN y4TEHbI B X0Le BbI6Opa MaTepuanoB-KaHANAATOB ANis
paspa6oTku GO.

Ta6nuua 1. MeTponornyeckne xapakTepucTukm 3TanoHHoro mukpokanopumetpa MKT n3 coctasa 3T 133-2012
Table 1. Metrological characteristics of the reference microcalorimeter MKT from GET 133-2012

MorpewHocTb U3MEPEHNI

HaumeHoBaHue

_ [lnanasoH 3Have- 0 Q,, % 0 Ay, %
husnyeckoit HIATE, MKDK So. % npu P=0,95 Sox: % npu P=0,95
BENINYMHbI
Konnsectso 100-5000 | 0,2+4,0 (2 =10) 08+29 05+43 1,0+8,6
TennoTh!

HeonpepneneHHocTb H3MEPEHUIA

HaumenoBanue

o [lnanasoH 3Haye- 0 0 0 U,, %
hu3nyeckoit HIAiA, MKDK Uy, % Ugg, o Ugc, % npn k=2
BEJINYMHBI
Konuiectso 100-5000 | 0,2+4,0 (2=10) 04+15 0,5+4,3 1,086
TENnnoTh!

Measurement Standards. Reference Materials. 2023. Vol. 19, no. 3. P. 31-43 m
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MocKonbKY OCHOBHOW 3aja4yen pa3paboTKu AAHHOro
CO aBnAeTCA BOSMOXHOCTb OLEHKI METPOSIOrNYeCKINX Xa-
pakTepucTuk GU, B TeKyLLei paboTe He pacCMaTpMBaNUCh
CTaHAAPTHbIE peakuumn, TpebytoLime CRoXXHoW npobonoa-
FOTOBKM M NPEAHA3HAYEHHbIE 115 KOMMIEKCHOI OLIEHKN Ka-
4eCTBA BbIMOMHEHUA METOLMK MUKPOKANIOPUMETPUYECKMX
“3mMepeHunit. Ho B ka4yecTse NepcrnekTUBHbLIX AN TAKWUX UC-
CriefloBaHni 6binn 0TMEYeHb! peakumn conen 6apus ¢ am-
6eH30-18-KpayH-6 n xnopuaa Kanbuma ¢ aTUIeHANaMUH-
TeTPayKCYCHOIA KUCNOTOIA.

13 paccmMoTpeHns Takxxe 6bIIN UCKITHYEHbI peakLmn
HeiTpanm3auun, T. K. OHW MOTYT 6bITb NOJBEPXKEHbI BNINS-
Huto pacTeopeHHoro CO,, a BeliecTsa Ans NPOBEAEHNA Ta-
KWUX peakLmin MoryT 6bITb KOPPOSUOHHO aKTUBHbI B OTHOLLE-
HIUM HEKOTOPbIX MATEPNaNioB KOHCTPYKLUI KaNOPMMETPOB.

B cBAA3K ¢ JOCTYNHOCTbLI0 MaTepPUanos BbICOKOI YUCTO-
Tbl OTEYECTBEHHOr0 NPOM3BOACTBA, NPOCTOTON NPUrOTOB-
NeHns 1 06paboTKKM AAHHbIX AN MCCNEA0BaHWIA U paspa-
60Tkn CO TennoTbl pacTBOPEHMS Obina BbiGpaHa cTaH[apT-
Has peakums pa3BefeHns pacTBOpPoB 1-nponaHona B Boje.
MpumMeHeHMe PacTBOPOB Pa3HbIX KOHLEHTPALMA NO3BOANT
OLIeHUTb METpOoNiorndeckne xapaktepuctuku G Bo Bcem
3asBNIEHHOM [1Mana3oHe U3MEpPEHNIA.

B kayectBe matepuanos-kananaatos CO 6binu BbiOGpa-
Hbl KOMMepyeckne npoaykTel CO cocTtaBa nponaHona-i.
VIx xapakTepucTuku npuseseHbl B 1abn. 2.

[ng noaroToBKu 06pa3L0B 3aAaHHON KOHLEHTpaLum
13 UCXOAHbIX Bblla pazpaboTaHa u NpUMeHeHa npoueay-
pa, BKJII04atoLLas OLeHKY HeoNpeaeneHHOCTY OnpeaeneHus
KOHLEHTpaLMW NoNy4aembIX pacTBOPOB B COOTBETCTBUK
¢ Pykosoacteom EBPAXVIM/CUTAK CG 4.

[ns npeiBapuTeNbHbIX 3KCMEPUMEHTANbHbIX UCCNEAO-
BaHWi PAaCTBOPbI FOTOBWIN FPABUMETPUYECKUM METOA0M
6e3 NoCneaytoLLero KOHTPONA APYriuMn MeTOAaMN. YUCTbIA
nponaon (GO coctasa nponaHona-1 COM 0023-03) noaro-
TaBnMBaNU B COOTBETCTBUN C UHCTPYKLIMEN N0 06PALLEHUIO
1 NpUMeHeHnto, npuseaeHHoN B nacnopte CO, oxnaxkaanu
B TeYeHUe He MeHee 1 4aca npu Temneparype (2+6) °C. Ans

NPMroTOBSIEHMA pPacTBOPa C MaccoBOM fonei 2% 6panu
2 r nponaxona u fo6asnsnu 98 r 4eMoHM3NPOBaHHON BO-
Obl, N0ny4YeHHON Ha 6uanctunnartope YIMBA-5-1 («Jlusam»,
Poccus), Bxoaswem B coctas 3T 133-2012. [1ns B3gewwn-
BaHWS HaBECOK NpuMeHanu Beckl Sartorius ME235S.

Pesynbrathl M 06CyXaeHune

Onpepgenenne Yenesoi HeONpPERENeHHOCTH

MpuHumnn gercteua NKT nogpo6Ho onucaH B nutepa-
Type [2]. MpuHUMNManbHas cxema Kanopumertpa usobpa-
)KeHa Ha puc. 2.

Illnpun a14 BBEeXSHHR

" obpasna
: _ Ammabatiieckas
4 "  obonoua

_— /\/\\

WamepuTensHas

AIeHKa

g

- fv

emanKa i l l 1

|

Tepmonapa | j PedepenTran sueiixa

Puc. 2. MpuHUMNManbLHas cxema M30TepMUYeCKOro kanopume-
Tpa TUTPOBaHNA [2]

Fig. 2. Schematic diagram of an isothermal titration
calorimeter [2]

TUNWYHBIA N30TEPMUYECKUA KANOPUMETP TUTPOBAHMS
COCTOMT U3 ABYX AY€EK: N3MEPUTENbHON 1 PeddepeHTHOI.
CucTema perynupoBaHusa KOHTPONMPYeT TeMneparypy sueek
TakMM 06pa3oM, 4T06bI pa3HMLA TeMNePaTyp MeXay f4eil-
Kamu 6bina 651m3ka K Hynto. Mpu nogade obpasua B u3me-
PUTENbHYIO A4EKY NPOTEKAOLLINIA B HE XMMUYEeCKUIA Npo-
LLeCC CONPOBOXXAAETCH BblAESIEHUEM UMK NOTNOLEHNEM
Tenna, KOTOPoe BbI3bIBAET U3MEHEHUE TeMMNepaTypbl B 13-
MepUTeNIbHO A4eike. NPUHLUMN JeiCTBUA TaKUX Kanopu-
METPOB OCHOBAH Ha M3MEPEHUMN TEPMOANEKTPOABMKYLLEN

Ta6bnunuya 2. XapaKTepVICTVIKI/I NPUMEeHAEMbIX NCXO0AHbIX BELLECTB

Table 2. Characteristics of the starting materials

HaumenoBaHue ctanpapTHoro o6pasya

ATTecToBaHHas XapakTepucTMKa

3HayeHue aTTECTOBAHHOM
XapaKTEepUCTHUKM

CO coctasa pacTsopa nponaHonai
rco 11383-2019*

CO cocTasa nponaHona-1
COMn 0023-03

MaccoBas KoHLeHTpaums nponaHonai

MaccoBas gonsa nponaHona-1

(4,00+0,04) r/gm®

(99,9+0,1)%

*I'CO 11383-2019 CtaHpapTHbIi 06pa3el cocTaa pacteopa nponarona-1// ®U® OEW: oduunanbHblii canT.

URL: https://fgis.gost.ru/fundmetrology/registry/19/items/812255

m StanoHsbl. CraHaapTHble o6pasubl. 2023. T.19, N2 3. C. 31-43
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CWUMbI, BO3HMKALKOLLLE B TepMo6aTapee nNpu nNpoXoxaeHun
Yepes Hee TEeN0BOro NOTOKa OT U3MEPUTENLHON A4elKU
K MacCuBHOMY MeTaniM4eckomMy KasopumMeTpu4eckomy
610Ky Kanopumetpa.

HecmOoTpS Ha CXOXWUIA NMPUHLMN JeACTBUS, B KOHCTPYK-
LMK PasfiMyHbIX MOZeNien paboynx MUKPOKaopMMeTpoB
MMEIOTCH HEKOTOPbIE OTANYMS: NPUHLIMM KOMMEHCALNN MOLL-
HOCTU, MaTepuasn, hopma 1 06bem A4eeK KanopumeTpa,
KOHCTPYKLMA YCTPOICTBA ANA nofjayu obpasua n mMeLan-
KW. 3TN OTIMYMA CYLLECTBEHHO BAUSAIOT HA TEXHUYECKUE
1 METPONOrUYeCcKNe XapakTepuCTUKN MUKPOKASTIOPUMETPOB,

HO NpMW 3TOM B OCHMLMANbHBIX MaTepuanax npom3BoanTe-
nei nokasatenn TOYHOCTU U3MEPEHUI TennoBbIX adhdek-
TOB peakLuii He NpUBeeHbI.

MMo3ToMy C LeNblo OLEeHKW LieneBoil HeonpeaeeHHOC-
T CO npoBefeH aHanu3 NUTEPaTypPHbIX UCTOYHNKOB, CO-
JepXalwmnx pea3ynbTatbl U3MEPEHUA C NPUMEHEHMEM CO-
BPEMEHHbIX MUKPOKaNnopMMeTpoB 1 MHEpopmMaLmMto 06 oLie-
HEHHOW CTaHAaPTHOI HeonpeaeneHHOCTH (Tabn. 3), Mex-
NabopaTopHOM CTaHLAPTHOM OTKNOHEHWM U3 Pe3yNbTaToB
MexJ1abopaTopHbIX 3KCNEepUMEHTOB (Tabn. 4) n ctaHgapT-
HOM OTK/IOHEHWUW NOBTOPAEMOCTM (Ta61. 5).

Ta6nuua 3. HeonpeaeneHHOCTb W3MePEHU TeNOBOro aoeKTa peakunn ¢ NpUMeHeHnemMm MUKpO-

KasiopMMeTpOoB COrNacHo Onyo6NKOBaHHbIM JaHHbIM

Table 3. The measurement uncertainty of the reaction heat of using microcalorimeters according to published

data

T s, || SOOI | OO |
’ u(AH), k[x/monp* adhpekta peakumu, uy(AH), %*
-26,6 1,1 41 [22]
8,8+43,0 0,9%* 4,9** [23]
0,5+46,6 0,3** 4.4** [24]
-8,8%** 1,3 14,3 [17]
46,5 2,3 5,0 [25]
27,2%** 0,5 2,0 [16]

[Tpumeyanns:

* — NepecyeT 3HaYeHNs HEONPeeNIeHHOCTM, NPUBEAEHHOTO B UCTOYHUKE, B IPYTY0 hOPMY BbIpa)XXEHUS OCYLLECTBASCS B COOTBETCTBUN

C YpaBHEHUAMN:

Uy (X) = ”g) (1)

U=k u ()

** — 3Ha4yeHne NONY4YeHO Kak CpeaHee N3 NPMBEAEHHbIX Pe3ynbTaToB.
*** — 3Ha4YeHWe NepecymTaHo M3 KKan/mMonb B KIXK/MoMb NyTeM YMHOXEHWUS Ha KoadpuuneHT 4,1868.

Ta6nuua 4. MexnabopaTopHoe CTaHAAPTHOE OTKNOHEHWE M3MePEHUA TennoBoro adydekTa peakuum
C NPUMEHEHNEM MUKPOKASIOPUMETPOB COrNacHO ONy6/1MKOBAHHbLIM JaHHbIM
Table 4. Interlaboratory standard deviation of measurements of the reaction heat using microcalorimeters

according to published data

Tennosoi achchekT peak-| Konuyectso pe3ynbra- o
i, AH, KIDK/MOMb TOB y4ACTHHKOB CKO, k1x/monb OtHocutenbHoe CKO, % WcTounuk
-435 14 10,5 24 [10]
-17,5 12 0,4 2,3
15,0 12 0.4 2,6 [14]
-9,26 7 0,7 75
-8,53 6 0,35 41 [13]

Measurement Standards. Reference Materials. 2023. Vol. 19, no. 3. P. 31-43 37
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Ta6nuua 5. CTaHAApPTHOE OTK/IOHEHWE NOBTOPAEMOCTM M3MEPEHMit TEenoBOro apdekTa peakumuu
C NPUMEHEHNEM MUKPOKAIOPUMETPOB COrNacHo 0ny6sIMKOBaHHLIM AaHHbIM
Table 5. Standard deviation of the measurement repeatability of the reaction heat using microcalorimeters

according to published data

Tennosow aghthekT peakyuu, o
AH., kIIK/Monb CKO, k1x/monb OtHocutenbHoe CKO, % WUcTo4nuk
-28,8+-32,9* 0,3 0,8 [26]
-27,5 1,1 4,0
204 07 34 [27]
55 1 2
-9,07 0,05 0,6 [18]
~174 0,2 1
-50,7* 1,7 3,5 [9]
-46,0 1,2 2,6 [8]
-1,540 0,01 0,7
-0,604 0,01 1,8 [15]
-0,196 0,01 2,8
-59,5 3,3 55 [28]
—175* 0,4 2,1
15,0 0,2 1.1 [14]

* — 3Ha4eHue NepecynTaHo n3 Kkan/mosb B K[)K/MONb NyTeM YMHOXEHUS Ha KoadhduuueHT 4,1868.

B ny6nukaumm Kantonen S. A. [16] npegnonaraercs, 41o
AN N3MEepPeHNUin TenioBoro apdekra peakunn JOCTMKU-
Ma HeonpeaeneHHOCTb 0KOMO0 2 %, HO NpK 3TOM Habntga-
eTCA CYLLECTBEHHbI Pa3bpoc OLEHOK HEONpPeaeneHHOCTH
BNnoTb 40 20 % B 3aBMCUMOCTMW OT YCJI0BUIN 3KCNEPUMEH-
Ta n Metoa 06paboTKu AaHHbIX.

MpuHumas Bo BHUMaHKUe 60nee PacnpoCTPaHEHHbIE
OLLEHKMN HeonpeLeneHHoCTN B Apyrux ny6bnukaumax [17,
22-25] n TMNUYHOE BHYTPUNA6OpaToOpHOe CTaHLAPTHOE

OTK/NOHeHNe B 1-2 %, 6bII0 NPUHATO PeLLEHNe NPUHATD Kak
OPMEHTUPOBOYHYHO OTHOCUTENbBHYIO CTAaHAAPTHYIO Heonpe-
LeNeHHOCTb M3MepPEeHUIl TENNOBbIX 3PPEKTOB peakLmil
4,5%, a LieneByto HeonpeaeneHHoOCTb CTaHAAPTHbIX 06pas-
LIOB C Y4€TOM TPEBYeMOro COOTHOLLEHWA NOKa3aTenemn 104-
HOCTeii cpeacTBa NOBEpKM Kk nosepsiemomy G «1:3» ycTa-
HOBMTb Ha ypoBHE 1,5%.

YCTaHOBNEHHbIE METPONIOrNYECKUE N TEXHUYECKIE Tpe-
60BaHuA K paspabatbiBaembiM CO npuseeHbl B Ta6N. 6, 7.

Ta6nuuya 6. HaMMeHOBaHWe aTTeCTyeMOIl XapakTepPUCTUKIN, MHTEPBAN [OMNYCKAeMbIX aTTECTOBAHHbIX 3HAYEHUI
1 1ONYCKAeMble 3Ha4eHUs pacLUNpPeHHoi HeonpeaeneHHocTn GO
Table 6. The name of the certified characteristic, the range of permissible certified values, and the permissible
values of the expanded uncertainty of RMs

Wupekc ctangapTHoro o6pa3sua B Habope

WuTepBan gonyckaembiX aTTECTOBAHHbIX
3HA4YeHUIh MHTErpanbLHOI TennoThl pas3ee-
penus, AH?, khx/monb*

Jlonyckaemoe 3Ha4eHne OTHOCUTENIbHON
pacLiMpeHHoi HeonpeaenentocTn (U)**
npu Ko3thchuumente oxsata k=2, %

NTP-BHNM-2
NTP-BHNWM-5
NTP-BHNNM-10

-0,190+-0,210
-0,600+-0,640
-1,530+-1,560

3,0
3,0
3,0

E StanoHsbl. CraHaapTHble o6pasubl. 2023. T.19, N2 3. C. 31-43
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Ta6nuua 7. TeXHU4ECKNE XapPaKTepPUCTUKN NCXOOHbIX MaTepnasios

Table 7. Specifications of starting materials

HopMaTHBHbIE AOKYMEHTbI, KOTOPbIM
Wupekc CO "
CXO[HOE BELLECTBO AOMXKHbI COOTBETCTBOBATb MCXOAHbIE
B Habope
BELLECTBA
VITP-BHINM-2 CO cocTaBa nponaHona-1
NTP-BHUNM-5 con 0023_03p TY 2631-031-56278322-2008
NTP-BHUAM-10

Bbi160p MeTOA0B M CPEeACTB UCCIefoBaHNSs

OAHOPOAHOCTU N CTABUNBHOCTU

B cootBetctBum ¢ n. 7.5.1 ISO Guide 35 meToa, npume-
HSeMbIiA NPKU UCCNe0BaHUN OAHOPOAHOCTH, OMKEH 06-
najaTb XOpolUeil NOBTOPSAEMOCTbIO, T. €. IOJKHO BbIMON-
HATbCS HEPABEHCTBO:

Sr < u”’g

< : 3
N 3)
rae S,— CTaHAapTHOe OTKMOHEHWEe NOBTOPSEMOCTY MeTO-
aa, %;

71 —KONIMY€ECTBO OMbITOB;

U, —Uienesas HeonpeaeneHHocTb CO,%.

Vcxoms n3 aHann3a CTaHLAPTHbIX OTKJIOHEHNIA NOBTO-
PAEMOCTM B ONTUMANbHbIX YCNOBNAX MOXHO CYMTATb A0-
cTmxumbiM s,= 1 %, cnegosatenbHo, HepaBeHCTBO (3) Bbl-
nonusetcs npu n>4.

[laHHoe npeanonoxeHune 6bI0 3KCNEPUMEHTANBHO MPO-
BEPEHO C MPUMEHEHUEM MUKPOKANOPUMeTpa-KoMnaparo-
pa NanolTC SV B cepuu 3KCnepuMeHTOB N0 U3MEPEHNIO
TennoBoro aphexra peakyum xnopmaa Kanbums n atu-
NEHANAMUHTETPAYKCYCHOI KucnoTol. MonyyeHHoe cpen-
Hee 3Ha4eHue cocTaBuno —17,58 kx/monb, a CKO cocTa-
suno 0,05 kx/monb (0,3 %).

Mpu BbIGOPE METOAA MCCNIE0BAHNSA CTABNITLHOCTY Y4u-
ThIBaN €ro NOBTOPSEMOCTb COrNacHO HePaBeHCTBY (3),
a TakXXe CTabuNIbHOCTb N3MEPMTENbHOI CUCTEMSI, T. K. MC-
CNefoBaHns CTabubHOCTI 3aHMMAKOT NPOAOSIKUTENbHOE
Bpems. GCTabunbHOCTb M3MEPUTENbHOI CUCTEMbI CYMTANACh
A0CTATO4YHOW NPU BbINOHEHWNW HEPABEHCTBA:

X =Kol gg0p < Y. 4
X 3

rae X1, X,o — pe3ynbTaTbl N3MepEeHNii B MOMEHTbI BpEMe-
HW #;, t) COOTBETCTBEHHO;

X - cpepHee pe3ynsTaTos U3MepeHuii.

TocKonbKy nccnefoBaHna cTabUnbHOCTM NnaHupyeT-
CS1 TPOBOAMUTL B COOTBETCTBMU C KNACCUYECKM NOAXOA0M
Ha NPOTSXKEHMN 6 MECALEB, aHANOTMYHbIA CPOK ObIN Bbl-
6paH ans OUeHKN CTabUSIbHOCTU N3MEPUTESIbHOW CUCTEMBI.

CTabunbHOCTb N3MEPUTENIbHON CUCTEMbI Bblfla KCMe-
PUMEHTaNbHO NPOBEPEHA AN MUKPOKAOPUMETPA-KOM-
naparopa NanolTC SV B aKcnepuMeHTe No U3MePEHMIo Te-
nioBoro adpdpekra peakuuu Xropuaa KanblLmnsg n aTUNeH-
ANAMUHTETPAYKCYCHOM KMCNOTbI. [ony4YeHHOE OTKOHEHME
| X, —X,o| cocTasuno 0,07 kLx/monb (0,4 %).

Ha ocHOBaHWM NpoBeLeHHbIX UCCNEL0BaHUA cLenaH
BbIBOJ O AONYCTUMOCTW NPUMEHEHNS MUKPOKANOpMMe-
Tpa-komnapartopa NanolTC SV gns nccnefoBaHmit 04HO-
poaHocTh u ctabunbHoctu GO.

Onpo6osaHue meTopa xapaktepusauum CO

XapakTtepusauusa CO ocylecTBNsAeTCA MeTOA0M Nps-
MbIX U3MEPEHUN C NPUMEHEHWNEM 3TAJIOHHOr0 MUKPOKa-
nopumetpa MKT u3 coctasa 3T 133-2012.

Onpo6oBanue metofa 6bino NPOBEAEHO NyTEM U3MEpPe-
HUSA WHTErpanbHOi TennoTbl passeneHns 2% pacTeopa npo-
nanona-1 (n=2). Mony4yeHHOe 3Ha4YeHMe NHTErpanbHoN Te-
nnoTbl pa3seaeHns coctasmno 0,200 kx/monb. OLueHeHHas
Ha OCHOBAHWM XapakTepUCTMK 3TANOHHOr0 MUKPOKanopu-
meTpa MKT paclmpeHHas HeonpeLeneHHoCTb COCTaBmuNa
1,4%, 470 YOOBNETBOPSAET TPE6OBAHMSAM K LieNIeBOi Heornpe-
aeneHHoctu CO npu ycnoBun NOATBEPKLEHHbIX OAHOPOA-
HOCTU 1 CTaBUNBHOCTH.

Mony4eHHble pe3ynbTathl OblIN BaNMAMPOBaHbI MYTEM
CPaBHUTENIHOT0 aHann3a pesynbTaTtoB U3MEpPEeHWi, no-
NyYeHHbIX HA 3TanoHHOM kanopumeTtpe MKT u3 coctasa
3T 133-2012 ¢ nuTepaTypHbIMKM AaHHbIMK [6, 15], nonyyeH-
HbIMI Ha MPELU3NOHHBIX KaNIOPUMETPNYECKNX YCTAHOBKAX.

Pesynbtatsl CIQ(UP) (MopTyranus) npuseseHsl B COOT-
BeTCTBUM C [15]. Yka3aHHas Ha puc. 3 HeonpeneneHHoCTb
npefcTaBfieHa ABYMS CTaHAAPTHbIMU OTKIIOHEHNAMMU.

Pesynbtatel Lund University (LLIBeLms) BbIMUCNEHDI B CO-
OTBETCTBWM C YPaBHEHWEM, NPUBELEHHbIM B [6]. Yka3aHHas
Ha puc. 3 HeonpeaeneHHoCTb NpefcTaBneHa AByms CTaH-
AAPTHBIMMU OTKIOHEHNSAMM CPEAHErO.

ConocTtaBneHne 3Ha4YeHNS UHTErpasbHOI TeN0ThI pas-
BeJeHMs, onpeseneHHoro B X04e uccrefoBaHuini matepma-
na-kaigupara CO, ¢ nuTepatypHbIMU JAHHBIMU NO3BONIA-
T clleNnaThb BbIBOA, YTO MONYYEHHbIE PE3YNbTaThl XOPOLUO
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Puc. 3. CpaBHNTeNbHBIN aHANN3 Pe3YLTATOB M3MEPEHUI UHTE-
rpasbHOil TENNOTbI passefeHns 2% pacTBopa nponaxona-1

Fig. 3. Comparative analysis of the measurement results of the
integral heat of dilution of a 2% solution of propanol-1

cornacylTcs mexay co60i, a npsMoi MeToA U3MEPeHUn
C MCNOJIb30BaHMEM 3TaNOHHOI0 MUKpokanopumetpa MKT
npumeHum nns xapaktepusauun GO.

3aknoyeHne

B o6nactu namepeHuii TennioBbIx 3hEKTOB peakLum
C NPMMEHEHNeM N30TEPMUYECKUX MUKPOKASTIOPUMETPOB TU-
TPOBaHMA Oblfia 0TMEYEHA HECOrNacoBaHHOCTb pesynbTa-
TOB, NONYHEHHbIX HA pa3nuyHbix Moaensx CU, n ux HecooT-
BETCTBME NMTEPaTYPHbIM JaHHbIM. G LieNblo COBEPLUEHCTBO-
BaHWA METPONIOrMYEeCKOro 06ecreyeHns B JaHHOW 061acTu
Oblna HayaTa pa3paboTka cepTMULNPOBAHHLIX CTaHAAPT-
HbIX 06pa3LI0B C aTTECTOBAHHLIM 3HAYEHMEM KONUYeCcTBa
WHTErpanbHoN TennoTbl pPa3BeAeHNs ¢ YCTaHOBIEHHON Me-
TPONOrMYeCcKo NPOCeXNBaeMOoCTbH0. B xo4e paboTbl Obl-
na 0CyLLeCTBNIEHA NOArOTOBKA U pa3paboTaH nnaH npoek-
Ta, BblOPaHbI UCXOAHbIE MaTepuansl, OLeHeHa Lienesas He-
OnpejeneHHOCTb 3Ha4eHNs KONUYecTBa TEN0Thl pasBefe-
HUS U YCTAHOBIEHbI TPe60BAHMSA K CTaHAAPTHOMY 06pasLly.
[lns BbINOMHEHMA 3TUX TPEOOBaHMIA ObINN BbIOPAHbI METO-
[l UCCIIeA0BAHNA OAHOPOAHOCTU M CTaBUNBHOCTK, & TAKXKe
NPeLOXeH 1 0npoboBaH NPAMON MeTo xapakTepusauun GO,
06ecrneymBatoLLmMin NPOCIEXUBAEMOCTb K FOCYAaPCTBEHHOMY
NepBMYHOMY CMeLManbHOMY 3TanoHy eauHULbI KONMYecTsa
TenoTbl B 0611aCTU KANOPUMETPUN PACTBOPEHUS U PeakLnil
3T 133-2012. B nepcnekTuBe Ans 3aBepLueHns pa3paboT-
ku CO 3annaHnpoBaHbl 3KCNepUMeHTalbHbIE UCCNeA0BaHMs
Nno XapakTepu3aunuu, oLeHKe 0LHOPOLHOCTI U CTabUNbHO-
ctn matepuana GO, 06paboTka NONy4YeHHbIX PE3yNbTaToB
1 OLEHKA HEeonpeaeneHHOCTI aTTeCTOBAHHOMO 3HAYEHMS.

TeopeTnyeckas 3Ha4MMOCTb MONYYEHHbIX PE3YNb-
TaTOB 3aKJH04aeTCHA B BbIPA6OTKE OCHOBHbLIX NOAX0[L0B

CMNCOK NCTOYHNKOB

o6ecneYeHns NpoCNexXmMBaemocT U eUHCTBA U3Mepe-
HUIA B 06N12CTN N30TEPMUYECKON KaNnopUMeTpun TUTpo-
BaHWSA C NPUMEHEHNEM CTaHAPTHbIX 06pa3LoB B KayecT-
BE CPefCTBa Nepejayn eAvHNLbI U 3TANIOHHOTO MUKPOKa-
nopuMeTpa Ans nX XapakTepuaaumu.

MpakTyeckasn 3Ha4NMOCTb NOMYYEHHbIX PE3YNbTaToB
nccnesoBaHWUA HanpaMyo CBA3aHa ¢ pa3paboTKom u npu-
MeHeHeM cTaHaapTHbix 06pasuos (CO), npesHasHaYeHHbIX
L1 OBEPKU 1 KANUBPOBKU CPELCTB U3MEPEHUN, U KOHTPO-
NS TOYHOCTU aTTECTOBAHHBIX U CTAHLAPTU30BaHHbLIX METO-
AuK. I BHeJpeHue No3BONIUT NOBBICUTbL TOYHOCTb U LOCTO-
BEPHOCTb PE3YNbTaTOB M3MEPEHNIl, Nony4aembix Ha CU —
N30TEPMUYECKMX KaNOpUMeTpax TUTPOBAHMS.

bnarogapHocTu: liccnefoBaHue BbIMONHEHO B paMm-
Kax COBEPLUEHCTBOBAHUSA rOCYL4APCTBEHHOIO NePBUYHO-
ro cneumanbHoOro atanoHa euHNULbI KONN4ecTBa Tenso-
Thbl B 061aCTU KaNOPUMETPUIN PACTBOPEHNUA W peakLuii
3T 133-2012. N3mepeHns Gbinn BbINONHEHbI HA 060pY-
nosaHuu OIYMN «BHUUM wm. . V. Mengeneesa».
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