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UccnepoBaHue cTaHpapTHbIX 06pa3uoB
TeMrnepaTypbl U yAeNbHOM 3HTanbnun ¢asoBbiX
nepexoAoB MeTan/ioB U CONle MeTaNoB
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AHHOTauud: PazpaboTka npouenyp KanmbpoBKYU, a TakXe aTTecTalns NerkofoCTynHbIX CTaHAAPTHbIX 06pasuos (CO)
W yNyYLleHUe NX METPONOrMYeCKUX XapakTePUCTUK ABNAIOTCA aKTyasbHbIMM BONPOCAMU 151 METOLOB TEPMUYECKOro
aHanusa.

B xofe pa6oTbl 060CHOBAHA HEOOXOAUMOCTb NPOBEAEHNA UCCNEA0BAHUA C LIeSblo paclumpenmns accoptumenTa GO Tem-
nepartypbl W 3HTaNbNMK )a30BbIX NepexooB. [JaHo 060CHOBAHWE BbIGOPA METOa M3MEPEHUI U UCXOLHbIX MaTepuanos.
Moapo6HO onucaHbl YCII0BUA NPOBELEHNS SKCNEPUMEHTOB, a TaKXe 060CHOBAH BbI6OP AaHHbIX YCIOBUA.

[Mony4eHbl METPONOrMYeCcKie XapakTepucTukm uccneayemoit naptun CO: Temnepatypa chasooro nepexona (Ty,), yAeNb-
Hasi 9HTanbnMA hasoBoro nepexopa (Hy,). ATTeCTOBaHHbIE 3HA4eHUs Ty, AN pa3paboTaHHbix CO Ha 0CHOBE BbICOKOYM-
cTbiX MeTannos (Bi, Al, Ag, Au) cornacytotcs ¢ Temnepartypamu penepHbix Toyek MTLL-90 ¢ TouHocTbio He Xyxe +0,01 °C.
ATTecToBaHHble 3Ha4eHns Hy,, CO Ha 0cHoBe BbICOKO4MCTbIX Bi, Al, Ag, Au cornacyloTcs ¢ peaynbtatamu, IpuBeAeHHbIMU
B CMPaBOYHbIX AaHHbIX B npefenax ot 0,3 1o 1,3 %.

Paspa6oTtaHHble CO npoLuin MeTPOSIOrnyeckyto 3KCnepTU3y U BHECEHbI B PeecTp yTBEPXAEHHbIX TUMOB CTaHAAPTHbIX
06pasuoB ®U® OEN B kayecTBe KOMNEKTa CTaHAAPTHbLIX 06pa3L0B YTBEPXK/AEHHOr0 TMNA TemMnepaTypbl U yaeSbHON
9HTanbNUM hasosbix nepexonos (Haéop CO COTCP-2) MCO 11890-2022/1CO 11896-2022.

MpakTnyeckas 3Ha4UMOCTb MONYYEHHbIX PE3YNbTaTOB 3aKJ104YaeTCsA B TOM, 4TO aTTecToBaHHble CO NO3BONAIOT pacLum-
PUTb BOSMOXHOCTW: @) YCTAHOBNEHUSA U KOHTPONS CTabMbHOCTI rpagyMpoBOYHON (KanubpOBOYHON) XapakTepuCTUKM
YCTaHOBOK W CPeACTB U3MEPEHN I TEPMUYECKOro aHanuaa; 6) attectaun MeToank (MeTOL0B) U3MEPEHUA N KOHTPONS
TOYHOCTW PE3yNbTaTOB N3MEPEHNI TeMNnepaTypbl U yaeNbHON SHTaNbNUM (DA30BbIX NEPEXOA0B B MeTaniax, consx me-
TaNnoB, OKCMAax MeTansios, NOIMMEPHbIX MaTepuanax, OpraHN4eckux U HeOpraHu4eckux BeLLecTBax.
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Abstract: The development of calibration procedures, as well as the certification of readily available reference
materials (RMs) and the improvement of their metrological characteristics, are topical issues for thermal analysis methods.
In the course of the work, the necessity of conducting a study in order to expand the range of CRMs for temperature and
enthalpy of phase transitions is substantiated. The substantiation of the choice of the measurement procedure and starting
materials is given. The conditions for conducting experiments are described in detail, and the choice of these conditions
is justified. The developed CRMs passed the metrological examination and were included in the Register of approved
types of reference materials FIF EUM as a set of certified reference materials for temperature and specific enthalpy of
phase transitions (set SOTSF-2) GSO 11890-2022/GS0 11896-2022. The practical significance of the obtained results
is as follows: certified reference materials allow expanding the possibility of establishing and monitoring the stability of
the calibration characteristics of thermal analysis installations and measuring instruments; certification of measurement
procedures (methods) and accuracy control of the measurement results of the phase transition temperature of metals,
metal salts, metal oxides, and polymeric materials, organic and inorganic substances.
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BeepeHue OAHWMKM U3 Hanbonee COBEPLUEHHbIX U BbICOKOYYBCTBU-

B HacToALlee Bpems NOA TePMUYECKUM aHanu3om (TA),  TeNibHbIX, @ NOTOMY — Han60onee 4acTo UCNOJb3YEMbIX Me-
B cooTBeTCTBUM ¢ ASTM E473—16, noHMMaeTcs rpynna Me-  TO/J0B (0a30BOr0 aHann3a reteporeHHbIX CUCTEM SBSIOTCA
TOZI0B, B KOTOPbIX (DU3MYECKOE CBOMCTBO BELLECTBA U3Me-  AndddhepeHLnanbHbli TepMuyecknin aHanus (OTA) n anddoe-
pAETCA KaK (PyHKLMS TEMNepaTypbl Ui BpEMEHH, B TO BPe-  pPeHuManbHas ckanupytowas kanopumetpus (LCK). OHu no-
M$I KaK BELLEeCTBO NOABEPraeTcs BO3LENCTBUIO NPOrpamMmMbl  3BONAIOT ONMpPeSensTb Temnepartypy 1 SHTanbnmio (asosbix
C KOHTpPONMpYyemoil Temnepatypoin. TemnepaTypHasa npo-  NpespaLleHui, TENNOEMKOCTb U ee 3aBUCUMOCTb OT TEPMO-
rpammMa MOXXEeT BKJI04YaTb HarpeBaHue, OXiaXaeHue ¢ No-  AUHAMUYECKUX NapameTPOB, a TAKXKE KUHETUYECKUE Xapak-
CTOSSHHOM CKOPOCTbHO, BbIAEPXKY NPU NOCTOSHHON TEM-  TEPUCTUKN (DU3NKO-XUMIUYECKMX NPOLLECCOB B YCNOBUSAX JiK-
neparype (M30TepMa) M KOMOUHALMIO 3TUX PEXUMOB MM HENHOTO U3MEeHeHUs Temnepatypsl. [pn6opsl, peanusyoLme
pexum MoAynauun TeMnepatypsl ¢ 3alaHNemM amnauTy- 3TV METOAbI, MOAYYMN LUINPOKOE pacnpocTpaHeHue, AocTa-
[bl 1 4aCTOThI. TOYHO NPOCTbI MO KOHCTPYKLMN U HECTIOXHbI B 9KCMyaTaLmu.

m StanoHsbl. CranpapTHble o6pasubl. 2023. T. 19, N2 4. C. 35-50


https://orcid.org/0000-0002-8654-9189
https://orcid.org/0000-0002-8499-369X
https://orcid.org/0000-0002-2032-3427

A.M. Nepomiluev, A.P. Shipitsyn, A.E. Tyurnina Study of Certified Reference Materials for Temperature and Specific Enthalpy... .

Opnnako npu6ops! [CK/OTA He aBNAOTCSA, B OTANYME OT aau-
20aTUYeCKUX KaNopMMETPOB, a6COSIOTHLIMI CPeLCTBAMU M3-
MepeHUs. 3Ha4YeHUs BEIMYMH KONNYECTBA BbIAENMBLLEr0CS
UAK NOTMOLLEHHOr0 TENNA U TeNMOBbIX MOTOKOB U3MEPSAIT-
€Sl B AMHAMWUYECKOM peXxiuMme, a He B YCNOBMSAX TENI0BOr0
paBHoBecKs. [03TOMY Ha pe3ynbTaThl U3MepeHUs Npuéopos
[CK/OTA 0ka3blBaloT BAUSAHUE MHOTOYMCIIEHHBIE NapaMeTpbl,
CBSI3aHHbIE C CaMUM U3MepseMbiM 06pa3Lom, ¢ NpubopomM,
a TaKXXe — ¢ onepaTtopom. K 4nciy OCHOBHbIX BIIUSOLLNX
napamMeTpoB OTHOCATCS: Macca 1 reoMeTpus obpasua, ero
arperaTHoe COCTOSIHME W Teniognu3nyeckne CBONCTBA, TUN
n3mepsemoro adhdekTa, BeIMYUHA M3MEPEHHOI0 adddhek-
Ta, pa3Mepbl TUFASA U MaTepuan U3 KOTOPOro OH M3rOTOBIIEH,
TEnnoBOe CONPOTMBAEHNE MEXAY KaNopUMETPOM, TUTSieM
1 06pa3LoM, UHEPLMOHHOCTb HarpeBaTenbHOro/oxnaxaa-
tOLLLero YCTPOMCTBA, KOHCTPYKLMA U MaTepuan n3mepuTenb-
HOIA 4eNKK, NoNoXeHne 06pasua B TUrNe U TUrNS B Kanopu-
MeTpe, TUN NPOAYBOYHOr0 rasa, ero AaBneHne u CKOPOCTb
npoayBKu, npoliesypa céopa 1 06paboTkn IKCnepuMeHTarnb-
HbIX AaHHbIX. TeM He MeHee, NPK YCNOBUN TLLATENbHOI Ka-
nnéposku [CK/OTA npnbopoB M aKKypaTHbIX U3MEPEHWiA,
B AnanasoHe temnepatyp ot 200 go 800 K moryT 6bIThb [10-
CTUTHYTbI MOrPELIHOCTM U3MEPEHNs TemnepaTypbl aso-
Bbix nepexonos ot 0,01 §o 0,50 °C, n3MeHeHNUs 3HTANbNNUM
dhasosbix nepexonos o7 0,5 oo 1,0 % u TennoemkocT 0T 1
00 2% [1]. Kpome T0ro, Ha TOYHOCTb U3MEPEHUI TEnJ0-
(hm3nyecknx cBOMCTB, BbINOSTHAEMbIX C MOMOLLbLI NpU60-
poB [ICK/OTA, MOryT BIUATb U3MEHEHUS, NPOMCXOAALLME
B YCTPOMCTBE: Apendd napameTPOB 3NIEKTPOHUKM 11 NPOLIECC
Lerpagaunu TepmMoYyBCTBIUTESbHBIX 3/1EMEHTOB (Tepmonap
1 TepPMOCONPOTMBAEHUIA). [IMHAMUKA TUX U3MEHEHUI B Nep-
BYI0 04epe/lb 3aBUCUT OT UHTEHCUBHOCTM aKkcnnyaTaumn G
11 YCNIOBMIA M3MEPEHNA: CKOPOCTU Harpesa, aTMocdepsbl, Ma-
Tepuana aepxxarens o6pasua. Moatomy yHaaMeHTanbHbIM
Tpe6oBaHUEM A1 KOXA0ro TEPMOAHANIMTUYECKOro nccre-
[0BaHUs ABNAETCA NpeABapuTesibHas KanmbpoBKa COOTBET-
CTBYIOLLEr0 Npubopa, KoTopas AOMKHA BbINOMHATLCA C UC-
MNoJSIb30BAHNEM YHNPULMPOBAHHBIX M HALEXHbIX NPOLeayp.
lMoa KanMbpOoBKOIA MOHUMAETCA NPoLefypa YyCTaHOBNEHNS
3aBMCUMOCTU MEXAY 3HA4YeHWEeM BEeIMYMHbI, ONpeneseH-
HbIM U3MEpPUTENbHbIM NPUOOPOM 1 e UCTUHHBIM 3HAYEHU-
em. Pa3paboTtka npoueayp KanubpoBkK, a TakKe aTTecTa-
LS NIerKoJOCTYNHbIX CTaHAAPTHbIX 06pasuos (CO) v ynyy-
LLEHWE UX METPONOTMYECKNX XapaKTEPUCTUK SBMAIOTCS aK-
TyanbHbIM BONPOCOM L1151 METOAOB TEPMUYECKOr0 aHanu3a.

TeopeTuyeckoe 060CHOBaHMe

HomeHknaTypa ucnonbsyembix CO 40/MKHA COOTBET-
CTBOBAThH PaGOYMM [Manas3oHam CPeACTB U3MEPEHNIA,
a Takxxe MaTepuanam, NpuMeHseMbIM ANs U3rOTOBMGHUS

N3MepUTENbHbIX A4eeK u Turnen. Mocne pa3paboTku 1 BBe-
[EHUs B NOBCEAHEBHYIO NpakTuKy cTaHaapta 1IS0-9000
o6ecneyeHne ConocTaBUMOCTM U NPOCNEXNBAEMOCTM Tep-
MOAHaNMTMYECKUX AAHHbIX CTal0 OCHOBOMONAratoLWwmum
Tpe6oBaHMeM.

OgHMMM N3 nepBbiX Npouesyp KanubpoBKW npu-
6opoB OCK/OTA 6binu onucaHHble B DIN51004:1992,
DIN51007:1994 n [2]. Ho HM OAHA U3 HUX He [enCTBOBA-
na Kak Hezasucumas ot npubopa npouenypa. G uenbio
YHUPUKALUM CYLLeCTBOBABLIMX K TOMY BPEMEHN METO-
[I0B Kann6poBKN W YMEHbLWEHUs BeINYMHbI CMCTEMATU-
YecKUX oWwmnob0oK n3mepeHus B 1987 rogy Hemeukoe obLue-
CTBO M0 TEPMUYECKOMY aHanm3y cchopMupoBaso paboyyto
rpynny Calibration of scanning calorimeters, Lenbio KOTO-
poit cTana pa3paboTka Hay4HO 060CHOBAHHbIX, HE3aBUCK-
MbIX OT NTPM6OPOB 1 06LLENPUHATBLIX NPOLEAYP KanMbpoBKMy,
NPUMEHEHNe KOTOPbIX NO3BOAMAO0 Bbl CYLLECTBEHHO YMEHb-
WNTb CMCTEMATUYECKNE MOrPELHOCTI U3MEePSEeMbIX METO-
aom [CK/OTA BenuyuH. Pe3ynbTtatsl, NONyYeHHbIE pabo-
yeii rpynnoi, 6b11m ony6nunkosaHsl B [3-9] v B 2000 roay
npuHATHI MexayHapoaHoi KoHeaepawuen TepMU4ECKo-
ro aHanusa u kanopumetpuu (ICTAC) B Ka4ecTBe peKOMEH-
Jaumnin ons ee YneHos.

Mockonbky ¢ nomouibto JCK/OTA npubopos onpeaens-
0TCS TeMnepaTypa 1 Tensiota ha3oBbIX Nepexoso., a Tak-
e CKOpOCTb TenJioBOro noToka (Npu onpesesneHnn Temne-
paTypHOIi 3aBMCUMOCTY TENJIOEMKOCTH BELLECTBA MW U3Y-
YEHUS KUHETUKU peakLum), TO BO3HUKAET HEOO6XOAUMOCTb
kanuoposatb G/ no Tpem LuKanam: TeMnepaTypbl, 3HTaNb-
NUM 1 TENNOBOIO NOTOKA.

TemnepaTypHas LUKana kanuépyeTca nyTem CpaBHEHUS
M3BECTHbLIX Temneparyp ba3oBoro nepexona (nnasneHuns/
kpuctannmsauuu) CO ¢ Temneparypamu, N3MepeHHbIMU
Npu COOTBETCTBYIOLLEA CKOPOCTM Harpesa. 3aTem CTPOUT-
CA KOPPEKTUpytoLas Kpueas B 3alaHHOM AnanasoHe TeM-
nepartyp. B 3aBucuUMOCTM OT iMana3oHa, KOTOPbIA Heo6Xo-
OMMO OXBaTUTb, U (POPMbI KANMO6POBOYHON KPUBOIA TPeby-
eTcs, Nno KpaiiHen mepe, uamepenue Tpex CO: gaxe ecnu
KanubpoBka NUHeHas — Lns NOATBEPXKAEHNA 3TOr0 HE0o-
XOANMA TPETbA TOYKA. MOCKONbKY [ATYMKKU TemMnepaTypbl
pacnofoxeHsl Yallie BCEro BHyTpM npubopa, a He B 06pas-
Lie, He06X0AMMOCTb IKCTPANONALMN HA HYNIEBYHO CKOPOCTb
HarpeBa TpebyeT namepeHus CO npu Tpex CKOpPOCTAX Ha-
rpesa, Kak MuHumym [1].

lnaeneHune (Kpuctannmaaums), unu )asosblin nepexon
B TBEPAOM Tene, nposiBnseTca Ha kpusoi [1CK B Buae aHao-
NN 3K30TEPMUYECKOro M1Ka, NO3TOMY npouenypa Kanu-
GPOBKU MO 3HTASBMMM NO3BONIAET CBA3ATH NIOLLAAb NNKa,
nony4eHHyto ansg CO, ¢ M3BECTHbIM AN HEr0 U3MEHEHU-
€M 3HTasIbNuUK N NONY4YNTb TAKUM 06pa30M KO3 MULNEHT
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npeo6pa3oBaHns NIOLLAAN NUKA B IHTANbNMIO. [OCKONbKY,
KaK MOKa3bIBAET ONbIT, 3TOT KOSMULMEHT ABNAETCA (PYHK-
LMen TemMnepaTypbl U CKOPOCTW CKAHWPOBAHWA MO TeMMe-
patype (1nu n060ro Apyroro U3 3KCnepmMeHTanbHbIX na-
paMeTpoB, KOTOPbIE AOJKHbI NOAAEPXKUBATLCA NOCTOAH-
HbIMW HA NPOTSXKEHWUMW BCEI CEpMIN U3MEpPEeHUil), AN 0XBa-
Ta BCEro TemMnepartypHoro AnanasoHa npuéopa LCK/OTA
TpebyeTcs uamepeHue Heckonbkux CO aHTanbnuu.

Ckopoctb Tennosoro notoka B [JCK akcnepumeHTe
CBfi3aHa C TENNOEMKOCTbI0 06pasua, a B ciy4yae npoTe-
KaHus B 00pa3Le Kakon-nmbo peakunn — ¢ «KaxyLlenca»
TennoemKocTbio. MgeanbHbiii CO ans kanubposku no Te-
NA0BOMY MOTOKY AOMKEH ObITb TEPMOANHAMUYECKN UHEPT-
HbIM (He UMeTb (Da30BbIX NPEBPALLEHNIA) B LULMPOKOM Aua-
nasoHe Temnepatyp. C 3TN TOYKM 3pPEHMS YHIBEPCASIbHbIM
CO sBnseTCcs 0--OKCUA antoMUHUS (MOMUKPUCTANTINYECKITA
KOPYHJ UM MOHOKpUCTanauydeckuin neikocandwup). C ero
MCNoNb30BaHNEM 3KCNEPUMEHTANbHbIE AAHHbIE NO TENNO-
eMKOCTW AN APYriX XOpOLLIO UCCNe0BaHHbIX BELLECTB MO-
rYT ObITb BOCNPOM3BEAEHbI C TOYHOCTHIO A0 +1 %, a B He-
KOTOpbIX Cnyyas gaxce nyywe [10].

Pekomerpaunu paboyen rpynnsl GEFTA no kann6pos-
ke [CK/OTA npu6opoB 1 BbINOMHEHWUIO NOCNELYHOLLNX N3~
MepeHuin cpopmynnposaHsl cnegytowmm obpasom [11]:

— 3KCnepMMeHTanbHbIe YCNIOBUA AN KanubpoBKM U 13-
MepeHuin 06pa3LoB AOJKHbI OT/IMYATLCSA KaK MOXHO MEHb-
Le. B aTOM KOHTEKCTE A0CTOBEpHAs npoLeaypa Kanuoépos-
KU JOMKHA AETaNnbHO YKa3blBaTh, KaK YCTaHOBWUTb BOCMPO-
13BOJMMbIE YCII0BUS OKPYXKAIOLLIEN Cpefibl M Kak NPOBEPUTb
Hannyne HeNMHENHOCTEN;

— Cnenyet n3beratb N060M aCUMMETPUM TENMOBbLIX NO-
TOKOB, TEMNEPATYPHbIX FPaAUEHTOB U YCNOBUIA N3Mepe-
Hug. Heo6x0aMMO C03[aTh KBAa3UCTaLMOHAPHbIE YCO0BUS.
HecmoTps Ha 970, fieTanbHOe U3y4YeHne 3aBUCMMOCTI 13-
MEPEHHbIX 3Ha4YeHWIA 0T NapamMeTpoB obpasua u npubopa
ABNAETCA 0093aTENbHbIM AN YCTPAHEHMS CUCTEMATUYe-
CKUX OLLNOBOK,;

— Kanu6poBsku, y>xe BbINonHeHHble n3rotosutenem [CK/
OTA npn60opoB, A0MKHbI ObITh TLATENIbHO NPOBEPEHbI;

— Kann6poBKu JOmKHbI NPOBEPATLCSA Yepes perynsap-
Hble MPOMEXYTKN BPEMEHN B COOTBETCTBUM C TPebyemoil
TOYHOCTbH. ITO TaKXXe NPeA0CTaBNALT MHGYOPMALMIO O 1t0-
ObIX 4OJITOCPOYHbLIX CUCTEMATUYECKUX U3MEHEHUAX U3Me-
pUTENbHON CUCTEMBI.

Pekomengyemble GEFTA u ICTAC ans ncnonb3o-
BaHMs B KayecTBe GO BewecTBa 0XBaTbiBAKOT guana-
30H Temnepatyp ot 120 go 1350 °C n B OCHOBHOM 0T-
HOCATCA K MaTepuanam, KOTopble OnpefensoT pe-
nepHble TOYKM MeXAyHapOAHON WKanbl Temnepatyp
1990 ropa (ITS-90) [11] (ta6n. 1).
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B pekomenpaunax GEFTA n ICTAC onucaHa Takxe
cama npoueaypa 06paboTKn 3KCNepuMeHTanbHbIX JaH-
HbIX, NONYYeHHbIX Npu u3mepennsx CO Ha kanubpyemom
OCK/OTA npubope, BKNOYas METOA ONPeaeneHmns xapak-
TEPUCTUYECKMX TemnepaTyp 3HLOTEPMUYECKMX (IK30Tep-
MMWYeCKMX) NUKOB (Pa30BbIX NpespaLleHuii. Ha pucyuke 1
NOKa3aHo onpejeneHne xapakTepucTUyeckux Temnepa-
TYp B Cy4ae 3HAOTEPMUYECKOr0 NuKa (Hanpumep, nnas-
nexue metanna) [1].

3HaveHua Temnepatyp 7;, 1, yno6Hee onpenenatb
no nepsoi nponssogHoi kpusoit JCK/OTA, Ha KoTopoi
MOMEHT OTK/0HeHns curHana JCK/OTA ot mHTepnonmpo-
BaHHOW 6a30BOI NMUHUKM ONPEAENSeTCs 3HAYUTENBHO NyHLLE.

Panee B YHUM, KoTOpbIN SBNSAETCA KOMMNETEHTHbIM
nsrotosutenem CO tennocgusuyecknx ceoiicts (COTC),
6b1n10 pa3paboTaHo 6 Tunos CO Temnepatypbl 1 TENNOTHI
(ha30BbIX NEPEXOA0B HA OCHOBE XJI0pUAA Kanus, a Takxe
rannms, UHANSA, 0N10Ba, LUMHKA, cypbMbl (KomnnekT COTCO,
Tabnuua 2). Pazpabotka n attectaums CO BbINoNHANACH
no FOCT P 8.872-2014 B cooTBeTCTBIM [0CYAAPCTBEHHOIA
MOBEPOYHON CXEMOIA /1A CPEACTB U3MEPEHWIA YaeNbHON
SHTanbNUM 1 YAENbHON TENNOEMKOCTW TBEPAbIX TEN B ANa-
nasoHe Temnepatyp ot 700 go 1800 K, ¢ ucnonb3oBaHu-
em [0CyaapCcTBEHHOMO NEPBUYHOIO CNELMaNIbHOMO 3TanoHa
eIMHUL, YAENbHOW 3HTANbNUN U YLEeNIbHONA TENI0eMKOCTH
TBEPAbIX TeN B AnanasoHe temnepatyp ot 700 go 1800 K
raT 67-2013 [12].

Kak BuaHO 13 Tabnuupl 2, TeMnepaTypHbIA AnanasoH,
o6ecneynsaemblit umetowumucs NGO, coctasnset o1 ~300
10 ~1050 K, a anana3oH yaenbHOW TennoThl NNaBneHns —
0T ~28 10 ~357,29 K [X/Kr.

B ToXe Bpems npu6opbl TA, nocTaBnsemsle Ha poc-
CUACKWIA PbIHOK BEAYLIMMU NPOU3BOAUTENAMU TEPMO-
aHanuTuyeckoro o6opyaoBanmus, Takumu kak Netzsch-
Geratebau GmbH (FepmaHnus), TA Instruments u PerkinElmer,
Inc (CLLA), Setaram Instrumentation (®panuus) n Mettler-
Toledo AG (LLBeitiapus), nepekpbiBatoT ropasgo 6onee Wu-
POKWit AnanasoH TeMnepaTyp u TennoThl ha3oBbIX nepe-
x0.108: 0T ~90 a0 ~1920 K v o1 10 go 1000 k[Ix/Kr cooT-
BETCTBEHHO. bosiee TOro, B nocriefHee BpemMs Ha pblHKe
NosIBUNCA PAJA BbICOKOTEMMEPATYPHbIX NPUOOPOB, BEPX-
HAS rpaHuua paboyero gnanas3oHa KOTOPbIX COCTaBNsAeT
2273 K (DSC404 F1/F3 Pegasus, STA 449 F1 Jupiter, Netzsch,
lepmanus), 2673 K (STA 449 F3 Jupiter, Netzsch, lepmanus),
SETSYS Evolution TGA-DTA/DSC, Setaram Instrumentation,
®paxums) n gaxe 3073 K (DIL 402 Expedis HT, Netzsch,
lepmanus).

MpoBefeHHbIi aHann3 nokasasn, 4To UMerLKinca ne-
peyeHb [CO Temnepatyp 1 TennoTbl Pa3oBbIX NEPEXO-
[0B He MONHOCTbI0 06ecne4nBaeT uanasoHbl U3MepeHus
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Ta6nuua 1. Bellectsa, pekoMeHyemMble 118 KanmbpoBKK No TeMnepartype 1 yaenbHON SHTaNbNuK Pa3oBoro
npespalLLeHus
Table 1. Substances recommended for calibration by temperature and specific enthalpy of phase trasformation

Temneparypa YpenbHas
5 Tun HHE eI LR Heonpenenex- SHTanbnua * Heonpenenen-
eLlecTBo o
npespaLieHus HOCTb, 1%, MK H,  kIx/ HOCTb, U, %
Ton K Ty °C Hy,, OX/T “‘I';onb

CsHy (LUnknonexTan) T-T 122,38 -150,77 50 69,60 4,881 0,5
CsH,, (LinknonenTaH) T-T. 138,06 -135,09 50 4,91 0,345 1,1
CsH, (LinknonenTan) T— X 179,72 -93,43 50 8,63 0,605 11
Bopa T.— X. 273,15 0,00 10

fannui T.— X. 302,914 29,764 0 79,88 5,569 0,9
NHaun T.— X. 429,748 | 156,598 0 28,62 3,286 0,4
Onogo T.— X. 505,078 | 231,928 0 60,40 7170 0,6
Bucmyt T.— X. (544,55) | (271,40) - 53,83 11,25 3,9
CsuHel, T.— X. 600,61 327,46 10

LInHk T.— X. 692,677 | 419,527 0

Cynbbat nutus T.— X. 851,43 578,28 250 2281 25,07 4,6
ANtOMUHWIA T.— X. 933,473 | 660,323 0 398,1 10,74 2,3
Cepe6po T.—X. 1234,93 961,78 0

3onoto T.— X. 1337,33 1064,18 0

Mpumeyanns:

a - HeonpeneneHHoOCTb U NPeAcTaBnseT co60/ OLEHKY AMana3oHa 3Ha4eHUi, B Npeaeniax KOTOPOro HaXoAMTCa UCTUHHOE 3HAYEHNe.
HeonpeaeneHHOCTb TemnepaTtyp )a30Boro npespalleHns ans MaTepuanos, COOTBETCTBYHOLWMX penepHbIM To4kam ITS-90, no onpeaeneHnto
paBHa Hynio;

b — yka3aHHble TemnepaTypbl NepexoAa NpeAcTaBAAT CO60/ CPeAHNE 3HAYEHNS, PACCHUTAHHbIE KaK B3BELUEHHOE CPefHee 3HaYeHNe
Haubonee HafeXHblX N3MEPEeHUI, NPUBEEHHbIX B COOTBETCTBYHOLLENA NnTepaType. YKa3aHHas HeonpeLeNieHHOCTb U ONUCbIBAET ABOIHOE
9KCNEePUMEHTaNIbHOE CTAHAAPTHOE OTKIIOHEHNE;

T.— T.— NONIMMOPGHOE NPeBpPaLLeHmE;

T.— X.— Nepexof TBepA0e-Xunakoe (nnasneHue).

COOTBETCTBYHLLUX TeNN0U3n4eckux senuymnH. Kpome 1o0-  10nbko oanH NCO 1363-78 Ha 0CHOBE XTIOPUCTOrO Kanwus,
ro, B Tabnuue 3 ykasaHbl UMEIOLLMECH OTPAHUYEHNSA MO CO-  KOTOPOr0 fBHO HEAOCTATOYHO ANS rPagynpoBKN, Kanu-
BMecTMMOCTM MaTepuanos FCO ¢ matepuanamu Turneit, uc-  6posku, nosepku CU TepmMnyecKoro aHanuasa.
NONb3YyeMbIX NPW NPOBEEHNN N3MEPEHNIA [3]. Micxoas v3 BbllLECKa3aHHOro, 0CO6YI0 aKTyaNbHOCTb
M3 Ta6bn. 3 cnepyer, 4to, Hanpumep, [CO 2312-82/2316-82  npuobpeTaeT onpefesieHne Temneparypbl 1 TenioTsl a-
MOryT 6bITb UCMOMb30BaHbI ANA rPAAYMPOBKN, KANMOPOB-  30BbIX NEPEXOL0B A1 MeTposioryeckoro o6ecnedequs G
KW, NOBEPKM N0 TeMnepaType TepPMOAHANN3aTopoB B CNy- ¢ 60/1ee BbICOKOW paboyeit TeMnepaTypoii U npocnexmnsa-
Yyae NPOBEJEHUA U3MEPEHNII B HEMETANIMYECKMX (KEpa-  eMOCTM NOSTy4aeMbIX Pe3ynbTaToB K OCHOBHbLIM efuHMLaM
MWYECKNX, CTEKMSAHHBIX U Ap.) TUrASX. [Tpn 3TOM TONbKO  (PM3UYECKUMX BESTMYMH.
ICO 2313-82 (In) n rCO 2314-82 (Sn) mMoryT Mcnonb3o- MoaTomy Lenblo faHHON paboTbl ABNAETCA pa3paboT-
BaTbCA 471 rpafynmpoBKM, KaNnUBpPOBKK, NOBEPKN N0 Yaenb-  Ka u atTectauus HoBbix CO Temnepatypsl U TennoTsl da-
HOIA TeNnsoTe NnasseHus. [ng ucnonb3oBaHus ¢ MeTannnye-  30BbIX NEPEX00B AN NPpMO0OPOB TEPMUYECKOr0 aHanmM3a,
CKUMU TUTNAMU (MNATUHOBLIMU, CTANbHLIMU 1 [ip.) UMEETCS B nepByo o4epedb — ansa npuéopos ACK/OTA.

Measurement Standards. Reference Materials. 2023. Vol. 19, no. 4. P. 35-50 39



. A. M. Henomunyes, A. T1. Wunnupin, A. E. TiopHuHa UccnepoBaHmne cTaHaapTHbIX 06pasLos TemMnepaTypbl...

DSC /(mW/mg)

DDSC /(mW/mg/min)
201-,-exo

40

MepBasi npoussogHas /

kpuson JCK i \‘ 20
/
151 J |
/ \
7
10 4 / ‘ -20
! /
/
|

|
|
| Koreuras -40
|
|

HavarnsHas
6a3oBas MMHUSA

6a3oBasn rmMHUA

54 |
P
Lt
] -60
ol
pl AN
! WHTepronvposaHHas
1) 6a30Bast MMHUs!

0 I -80

TiiTe T T Tr
645 650 655 660 665 670 675 680 685

Temperature /°C

Puc. 1. OnpeneneHue xapaktepuctuieckux Temnepatyp nuka JCK/OTA:

T; — Ha4anbHas Temneparypa: nepsoe BugumMoe oTknoHenune kpusoi JCK/OTA oT uHTEpnONUpoBaHHOR 6230BO NTMHUN;
T, — 3KCTpanonMpoBaHHas TemMnepaTypa Hayana nuka: Temnepartypa, npyu KOTOpoii KacatenbHas B TO4YKe nepern6a BOCX0AALLEro

CK/I0HA NWKA NepecekaeT UHTEPNONMPOBaHHYI0 6a30BYI0 NMHMIO. Temnepatypy 7, NPMHUMAIOT 32 TEMNepaTypy nnasneHns unu a-
30BOro nepexopa;

7, — Temneparypa nuka: Temnepatypa, CoOTBETCTBYIOLLAA HanbonbLLIEMY pacCToAHMIO Mexay kpusoi [JCK/OTA 1 nHTepnonmpoBaHHoi
6a30B0M NUHWK;

T, — 3KCTpanonuMpoBaHHas Temneparypa KoHua nuka: Temneparypa, Npu KoTopoii KacatenbHas B TO4KE nepern6a HUCXOLALLEro CKnoHa
MnKa nepeceKkaeT MHTEPNONNPOBaHHY0 6a30BYI0 IMHMIO;
T;— KOHEeYHas Temnepatypa: nocnefHee suaumoe otknoHexue kpusoi JCK/OTA oT MHTEPNONUPOBaHHO 623080 NMHNN.
Fig. 1. Determination of characteristic DSC/DTA peak temperatures, where:
T; is the initial temperature: the first visible deviation of the DSC/DTA curve from the interpolated baseline;

T, is the extrapolated peak start temperature: the temperature at which the tangent at the inflection point of the rising slope of the peak
crosses the interpolated baseline. The temperature 7, is taken as the melting or phase transition temperature;

7, is the peak temperature: the temperature corresponding to the largest distance between the DSC/DTA curve and the interpolated
baseline;

T.is the extrapolated peak end temperature: the temperature at which the tangent at the inflection point of the downward slope of the
peak crosses the interpolated baseline;

T;is the final temperature: the last visible deviation of the DSC/DTA curve from the interpolated baseline.

Ta6nuua 2. CTaHgapTHble 06pasLbl TENNOMNU3NYECKNX CBOMCTB, paspaboTaHHble YHUM
Table 2. Certified reference materials for thermophysical properties developed by UNIIM

0603Ha4eHune
ATTecToBaHHoe
Homep lNocpeectpa, matepuan CO ATTECTYyEMas XapakTepucTuka ea1HNLbI 3HAYEHME MorpewHocTb, (%)
BEJINYUHDI
rCO 2312-82, rannuit TemnepaTypa nnasneHus K 303,04 0,06
ICO 2313-82, nHauin Temnepatypa nnaenexus, K 429,85 0,06
Temnepatypa KpucTtannnaaumu, K 429,79 0,08
yAeJSibHas TenioTa nnaseHns KIK/Kr 28,58 0,12
ICO 2314-82, onoso TemnepaTypa nnaBnexus, K 505,20 0,12
Temnepatypa Kpuctannuaawum, K 505,12 0,01
yAeNibHad TensoTa nnasneHuns KIDK/Kr 99,92 0,25
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OKOH4YaHue Tabn. 2
End of Table 2

UETE RS AtTecToBaHHoe
Homep lNocpeectpa, matepuan CO ATTECTYEMAs XapaKTepucTuka ea1HULbI T MorpeLwHocTb, (¥)
BEJMYMHbBI
ICO 2315-82, unHk Temnepartypa nniasneHus, K 692,71 0,26
Temnepatypa KpucTtannusaumu K 692,67 0,03
ICO 2316-82, cypbMa Temneparypa KkpucTannuaauuu K 903,76 0,03
[CO 1363-78, xNIOpUCTBIN Kanuin | TemnepaTypa nnasneHus, K 1044,75 0,60
yAeNibHad TenioTa nnasieHmns KLDK/Kr 357,29 1,79
Ta6nuua 3. B3aumoaencTeme 3TaloHHbIX MAaTepmasnos ¢ Matepuanamu Turns
Table 3. Interaction of reference materials with crucible materials
JTanoHHbI MaTepuan
Marepuan LUMKIO- _ y cynbghat | antomu-
TArNS BOAA, ranivi, | HMHAMK, 0J10BO, | CBMHeLl, LIMHK, o
NEHTaH, H.0 Ga n Sn Ph 7n nuTHS, HUiA,
CsH,, 2 Li,SO0, Al
KopyHa, A1,0, 0 0 + + + + + + +
Hutpug 6opa, BN 0 0 + + + + + + +
fpacpur, C 0 0 + + + + + + +
CunukaTHOe CTEKS10 + + + + + o ? db =
KsapueBsoe cTekno, Si0, + + + + + + + + -
Antomunni, Al + . - + = + = + x
ANOMUHWIA OKWCNEHHBII + + + + + + + + X
Cepeopo, Ag + + - - = = - ? -
3onoro, Au + + . . - - - + -
Hukenb, Ni + + . . . . . ? =
Keneso, Fe + . . + . + - ? -
HepxxagetoLas cTanb + + . + . o - ? _
lnartuxa, Pt + + . . - - - ¥ -
Monun6aeH, Mo + + . ? . ? . ? 2
TanTan, Ta + + ? + ? ? ? + _
Bonbppam, W 0 0 . ? ? . + ? 0
MpumedaHue:

+— PacTBOPUMOCTW U BINAHNA HA TeEMNePaTypy NnaBneHna He OXXUAAETCA;

— — pacnnas pacTBOPSET MaTepnuan TUrNs, 4T0 NPUBOAMT K 3HAYUTENbHOMY U3MEHEHNI0 TeMNepaTypbl NNaBneHus;
* — BO3MOXHO YaCTU4YHOE PACTBOPEHME 1 HE3HAYNTENBHOE BNUSHIE Ha TeMNepaTypy NNaBneHus;

X —TUrenb NNaBuTcA,

? — 0 B3aMMOJIENCTBUMN HEU3BECTHO;
0 — repmMeTun3aums TUrNs MOXET BbI3BaTb 3aTPYAHEHMS.
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Marepuanbi n meToAabl

PeaktnBbi

Matepnanamun-kangugatamu Ans paspaboTku
CO 6binu BbIGPaHbl KOMMEPYECKM JOCTYMHbIE Belle-
cTBa upmbl Netzsch, npumensemble 4N KanubpoBKu

(rpapynpoBKM) NpM6OPOB TEPMUYECKOrO aHanmM3a, npuse-
JleHHble B Tabnuue 4.

970T nepeyeHb U3 24 BELLECTB MOXHO YCITIOBHO pa3fe-
NUTb Ha Tpu rpynnbl. [epsas — AN HU3KOTEMNEPATYPHOTO
aunanasoHna (ot -87 go 122 °C); cocTONT rnaBHbIM 06pa3om

Ta6nuua 4. [epeyeHb CTaHLAPTHbIX 06pa3LoB nocTasnseMblx Netzsch ana kanubpoBku (rpagyupoBKu)

NpM6OpoB TEPMUYECKOr0 aHanm3a

Table 4. List of reference materials supplied by Netzsch for calibration of thermal analysis instruments

Beene Temnepatypa nnaBnexus YnenbHas
(ha3osoro nepexona) 3HTanbNus, Mpumeyanue

dopmyna HaumeHoBaHue °C K R/t
CeHy, lekceH -87,0 186,0 -719,4
CioHig MoHoTepnen -64,7 208,3 -22,3
Hg PTyTb -38,8 234,2 -11,4
H,0 Boga 0,0 273,0 -333,4
Ga lannuii 29,8 302,8 -80,0
C,Hyqg Indherun 69,2 342,2 -120,5
C¢H;COOH bensomHas kucnota 122,4 395,4 -1474
KNO, HuTtpar kanus 128,7 401,7 -50,0 AN METanIN4ecknx TUrnen
In Nupni 156,6 429,6 -28,6
RbNO, Hutpart pyé6uaus 164,2 4372 -26,6 ANg MeTanIMYecKnX TUrnen
Sn Onoso 231,9 5049 -60,5 AN KepaMn4ecKux Turnei
Bi BucmyT 2714 544 .4 -53,1 AN Kepamu4eckux Turnen
KCIO, Mepxnopart kanus 300,8 573,8 -104,9 ANg MeTanIM4ecknx TUrnen
Pb CsuHel, 3275 600,5 -23,0 AN KEPaMUYECKNUX TUTTIEN
n LInHK 419,5 692,5 -107,5 A9 KepaMuyeckux Turnen
Ag,S0, Cynbdart cepebpa 426,4 699,4 -51,0 ANg MeTanIMYecKnx TUrnen
CsCl Xnopwa Lesus 476,0 749,0 17,2 AN MeTanNYecknx Turnen
Al ANOMUHNIA 660,3 933,3 -397,0 A9 KepamMuyeckux Turnen
K,Cr0, Xpomar kanus 668,0 941,0 -37,0 ANS MeTannM4ecKnx Turnen
BaCO, Kap6oHat 6apus 808,0 1081,0 -949 ANg MeTanIMYeckKnx TUrnen
Ag Cepebpo 961,8 1234,8 -104,6 AN KEpaMUYeCKNUX TUrnen
Au 30n0T10 1064,2 13372 -63,7 A9 KepaMuyeckux Turnen
Ni Hukenb 1455,0 1728,0 -290,4 AN KepamMu4ecKnx Turnen
Pd Mannagnii 1554,8 1827,8 -157,3 AN KepaMu4eckux TUrnen
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13 OpraHnYecKnx coeauHeHmnin. Bropas n TpeTbs — Ang
L1anasoHa BbICOKWUX TemMneparyp; rpynmbl COCTOAT U3 CO-
nei (4N MeTannu4ecknx TUren) U MeTansios (s Kepa-
MUYECKNX TUTNei).

naBHoiA LieNbio npu BbI6Ope MaTepuana-kananaara CO
4N5 pa3paboTku u atTecTaumn HoBbix [CO Temnepatypbl
1 TennoTbl (Ha3oBbIX NEPEXOAOB U3 YMCA NPUBELEHHbIX
B Tabnuue 4 66110 pacluMpeHne TemnepaTypHbIX UHTEpBa-
noB, o6ecne4qnBaeMbix HoBbIMKW CO Kak ans metannuye-
CKUX, TaK U AN HemMeTannndeckux Turnei. NMoatomy B Ha-
6op 'CO, nony4mBLUWiA B fanbHeilem Ha3aHne COTCD-2,
ObIM BKITHOYEHbI 06pa3Libl YEThIPEX BbICOKOYNCTBLIX MeTan-
noB (Macc.%): Bi (99,999 %), Al (99,999 %), Ag (99,99 %),
Au (99,999 %), a Takxe Tpu 06pasiia BbICOKOYNUCTbIX CO-
nenn merannos: Ag,50, (99,999 %), CsCl (99,999 %),
BaCO, (99,98 %).

Tem cambIM, NPy UCNONb30BAHUM HEMETANINYECKNX
TUrnein guanasoH temnepatyp, o6ecnedusaemsiii CO,
npeanonaranocs pacwupute go 1337,2 K npu obuiem
konuyectse CO — 10 wtyk (6 - COTC®, 4 — COTCD-2).
Mo aHTanbnum pasoBbIX NEPEXOL0B BEPXHAA rpaHmua
AananasoHa coctaBuT 397 [X/r npu 06LIeM KONMYECTBe
CO -6 wtyk (2-COTCD, 4 - COTCD-2). AHaNnOrn4Ho
LN METANIMYECKUX TUTNEN: HUXKHAS U BEPXHAS FPaHNLbI
AavanasoHa temneparyp, o6ecnedqusaemsix [CO, gonx-
Hbl cocTaBuTb 699,4 K n 1081 K npu o6wwem KonuyecTt-
Be CTaHAAPTHbIX 06pa3LoB — 4 wrykn (1 —CO 1363-78,
3 - COTC®-2). Mo aHTanbNuUM ha30BbIX NEPEX0A0B AN-
anasoH coctasnset o1 17,2 no 357,29 Ox/r npn 06-
wem konuyectse CO — 4 wrykm (1 - TCO 1363-78,
3 - COTC®-2).

06opypoBaxne

Bce uccnegosanus Temnepatypbl pa3oBbix Npespalle-
HWiA BbINN BINONHEHBI HAa TepMoaHanu3atope STA 449 F5
Jupiter (NETZSCH, l'epmanus), peannayioLiem MeToq CUH-
XPOHHOr0 TepMuyeckoro aHanusa (CTA), KOTOpbIA COBMeLLA-
eT B ce6e MeToA AnddhepeHLnanbHon CKaHUpyoLLei Kano-
pumeTpuu (OCK) n TepmorpasumeTpudeckuin ananns (TrA),
13 cocTasa [oCyAapCcTBEHHOr0 NEPBMYHOIO 3TaNoHa eau-
HWL, MAaCCOBOW J0ONKM, MACCOBOI (MONAPHOMN) KOHLEHTpa-
LMW BOAbl B TBEPAbIX M XUOKMX BELLECTBAX N MaTepua-
nax 3T 173-2017.

13mMepeHns macchl MCXOLHOr0 MaTepuana-kanguaara
CO npoBoauny Ha Becax nabopaTopHbIX | (CneumanbHoro)
Knacca To4HocTu (Sartorius, lepmanus) ¢ AMCKPETHOCTbIO
B3BeLWMBaHNUA 10 MKT 1 pacLuMpeHHON HeonpeLeNeHHOCTbI0
80 MKr. 3Ha4eHNA Macchl TUrNA U MACChl TUTNA C HABECKOI
nony4anu B gecatu napannensx. Maccy HaBecku Haxoau-
N N0 pasHoCTU Macc.

YCcTaHOBNEHNe aTTeCTOBAHHbLIX 3HAYeHUI YAeNbHON
9HTanbnNum Has3oBbix npespaweHnit Hobix TCO npoBo-
ANIn METOLOM NpPAMbIX U3MePeHNiA Ha ToCcyLapCTBEHHOM
NepBMYHOM CNeuuanbHOM 3TanoHe eauHNL yaeNbHO! 9H-
Tanbnuu U yaenbHON TeNNOEMKOCTU TBEPAbIX TN B Ana-
nasoHe Temnepatyp ot 700 go 1800 K I'3T 67-2013.
3T 67-2013 npeacTaBnsaet co60i N30TEPMUYECKUI
KanopumMeTp CMeLleHNs, NpejHa3Ha4YeHHbIR NS n3me-
PeHWs y4erbHON 3HTANbNUKU U YAENbHON TENNOEMKOCTH,
a TaKkXxe M3y4yeHns hasoBsbiX NpeBpaLleHnit B TBEPAbIX
W XXMAKUX MaTepnanax B WKUPOKOM WHTepBase Temne-
patyp oT KomHaTHoI oo 1800 K.

OnucaHue KOHCTpyKuum 3T 67-2013 1 meToaMKM
NpoBeLEHNA N3MEPEHUA YAENbHOW SHTANBNNN U YAeNb-
HOW TennoemMKoCTW npusefeHbl B [12]. Teopus kanopu-
METPUYECKMX U3MEPEHUIA METOAOM CMeLLeHns noLpo6-
HO paccmoTpeHa B [13]. BoiBOA ypaBHeHMs U3MepeHus
YAENbHOW 3HTANbNNUK (Pa30BbIX NPeBPaLLEHMiA C UCNOb-
30BAHNEM N30TEPMUYECKOTO KanopumeTpa CMeLleHmns
onucad B [14].

Merogs! n npoyegypa nccnegoBaHuni

YcTaHoBNEeHNWe aTTecTOBAHHbIX 3HAYEHWUIA TeMnepaTy-
pbl ha30BbIX NpespatleHnii Hobix [CO npoBOAMNN C UC-
Monb30BaHWEM aTTEeCTOBAHHOW METOLUKU U3MEPEHUI
M.221.0029/RA.RU.311866/2021. Mokazatenun MeToAMKM
M3MepeHnii npeacTaBneHbl B Tabnumue 5.

YcTaHOBNEHME aTTECTOBAHHbBIX 3HA4YEHMI YAeNbHON 3H-
Tanbnun a3oBbix NpeBpaLleHmnii HoBbix [CO npoBogMny
B COOTBETCTBUU C PYyKOBOACTBOM NO 3KCNyaTaLum un Tex-
HNUYeCKOW AOKYMeHTaumei Ha 3T 67-2013.

[ns ymeHbLIEeHNS BAUAHUA (DAKTOPOB, BIUSAHOLINX
Ha TOYHOCTb, M3MEPEHUS NPOBOAMNN B COOTBETCTBUU
CO cneaytoLLen npoLenypon:

—Y4T06bl N36€XaTb B3AUMOAENCTBUA UCCNEAYEMO-
ro matepuana ¢c MaTepuanom TUrns, Ans N3MepeHni me-
TannoB UCMONb30BANN, B COOTBETCTBUM C TPEOOBAHUAMU
ASTM E967-08 turnm n3 sbicokouuctoro Al,O,. 13mepenus
BbICOKOYMCTLIX COME MeTanioB NpoOBOAUNN B NNATUHO-
BbIX TUrNAX. [N yMeHbLUEHMS BAUSHUA LBeTa 06pasua
Ha CKOpPOCTb €ro Harpesa, a Takxxe 60nee paBHOMEPHO-
ro pacnpepgenexuns Tenna B o6pasLe UCNonb30Banmn 3a-
KPbITble TUTIK;

— NS NPEUU3NOHHbIX U3MEPEHUIA PEKOMEHYETCA UC-
NONb30BaTh ra3 ¢ HU3KOIi TENTONPOBOAHOCTHIO, NO3TOMY
n3mepenus nposoaunu 8 armocdgepe N, yucroron 99,99 %
npu pacxoge 30 mn/muH;

— U3MepeHns NpoBoaunu ¢ ucnonb3osaHnem DSC/TG
nepxatens 06pa3LoB ¢ TEPMONAPoA S-Tuna, YyBCTBUTENb-
HoCTbto 1,2 MKB/MBT;
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Ta6nuua 5. [unanazoHbl U3MePEHWIA, 3HAYEeHUS nokasartesiel TOYHOCTHU, NMPABUNLHOCTM, NOBTOPAEMOCTH,
BHYTpMabopaTopHOM NPeLM3NOHHOCTY CYMMaPHON CTaHAAPTHON W pacLUMpPeHHOW HeonpeaeneHHoOCTH
Table 5. Measurement ranges, values for accuracy, correctness, repeatability, intralaboratory precision of the

combined standard and expanded uncertainty

MNoka3arenb e BHV: Moka3atenn CymmapHas cTaH- SRS
Inana3oH TpunabopartopHoii MNoka3satenb abcontoTHas He-
2o noBTOPSAEMO- npaBuIbHO- o | AAPTHas Heonpe-

u3mepeHui, °C eTH. °C NPeLn3NOHHOCTH, CTH. °C TOYHOCTH, °C HENEHHOET, °C onpefeneHHocTb,

’ °C ’ ’ °CP=095unk=2
ot 28 0o 200 BKn. 0,01 0,05 0,06 0,11 0,055 0,11
ot 200 1o 400 Bk 0,01 0,05 0,12 0,17 0,085 0,17
0T 400 po 700 Bk 0,02 0,07 0,26 0,33 0,165 0,33
ot 700 no 1600 Bkn. 0,02 0,07 0,60 0,67 0,335 0,67

— IS YNyYLWeHns Tenaonepefayu, a COOTBETCTBEHHO
1 YBENTMYEHMS TOYHOCTN M3MEPEHNIA 04EHb BaXKEH XOPO-
LKA KOHTAKT MeXAY MaTepnanom nccnegyemoro obpasua
1 AHOM Turas. NMoaTomy Ans cayyas n3mepeHns 06pasuos
COMeil METANNIOB NCXOAHbIA MaTepMan pasMeLLancs B TUrne
TaK, 4T06bl 3aKPbITb AHO MOMHOCTLIO, NOCNE Yero NPoBo-
ANNOCb KOMNAKTMPOBaHKE C MOMOLLbIO CreLmanbHom oc-
HACTKMW, 4TO ABASETCA PACNPOCTPAHEHHBIM MPUEMOM NpK
npo6onoarotoske [15];

—4706bl YMEHbLIMTbL BAMSHNE MACCbl 06pa3ua Ha pe-
3ynbTaT U3MepeHUs, MCnonb30Banyu 06pasLibl Maccoi He 60-
nee 20 wr;

— nepeA NpoBeJieHNEM N3MEPEHNiA Bbina BbIMOHEHA Ka-
NMBPOBKA TePMOAHANN3aTopa ¢ UCMob30BaHMEM KOMMNEKTA

DSC /(mW/mg)

1 exo

1064.178 °C

1064.203 °C

1064.175 °C

1064.175°C

1064.176 °C
1064.185 °C

1064.175 °C

04 1064.179°C

1064.179°C

COTC® Irco 2312-82/2316-82 n rc0 1363-78, nokasa-
TENN TOYHOCTW KOTOPLIX COOTBETCTBYHOT paboynm 3Tano-
Ham 1 paspsaga no ITIC Temnepatypbl (TOCT 8.558-2009);

—npu uccnegosanuax CO ncnonb3oBanu CKOPOCTb Ha-
rpesa 10 K/MuH, Tak Kak BbICOKWE CKOPOCTW Harpesa npu-
BOLSAT K CABUTY TEM0BbIX 3P eKTOB B 0651aCTh 60M€Ee Bbl-
COKMX TemnepaTyp. [laHHOe 3Ha4eHMe CKOPOCTM Harpesa
peKoMeHayeTca Ans UcnoNb30BaHUsA B METOAMKAX NoBep-
ku ana CU TA.

Pesynbrathl M 06CyXaeHWe

Kpusble [1ICK ans HEKOTOPbIX MaTtepuanos, NONYYeH-
Hble NPK ONPEAeNeHN aTTECTOBAHHbIX 3HAYEHUA TeMne-
patypbl (pa3oBbix nepexofos CO, npuBeaeHbl Ha puc. 2-5.

1055 1060 1065

1070

1075 1080 1085

Temperature /°C

Puc. 2. Kpusble ICK 06pa3uos 3on0ta (Au)
Fig. 2. DSC curves of gold samples (Au)
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DSC /(mW/mg)

(211 exo [10]
30
660,331 9]
251 660,314 8]
seo;{r m
20
660,309 [6]
15
660,327 ) 5
101 660,323 14]
660315 B3l
5] ———
660,329 2l
0l 660314 ]
660326
51
630 640 650 660 670 680 690 700
Temperature /°C
Puc. 3. Kpusbie ICK 06pasuos antommuus (Al)
Fig. 3. DSC curves of aluminum samples (Al)
DSC /(mW/mg)
1[22‘3] 1 exo
» ) . [10]
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04 L 47g(58 M
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2
-4
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Temperature /°C

Puc. 4. Kpusble [CK 06pa3uos xnopuaa ueaus (CsCl)
Fig. 4. DSC curves of caesium chloride samples (CsCl)

Kpusble [ICK, npecTaBneHHble Ha pUCyHKax 2-5, 06-  COOTBETCTBYeT TpeboBaHuam MBU Bo Bcem TemnepaTyp-
pa6oTaHbl B COOTBETCTBUM C Tpe6oBaHuamu MBU, nns HOM AuanasoHe.
KaXAoro matepuana Mcnonb30Banochb ABe-TPpW HaBe- lMpwn onpeneneHun aTTecToBaHHoro 3HaveHus GO B co-
cKun o6pasua. I3 nonyyeHHbIx aaHHbIX cneayet, 4to CKO otetcTBuUM ¢ FOCT ISO Guide 35-2015 6binu NPoBEAEHSI
pe3ynbTatoB N3MepeHnin He npesbiwaet 0,01 °C, yto nccref0BaHNs 1 OLEHEHbI BKN1abl B HEONpPEOeNneHHOCTb
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DSC /(mW/mg)

[345A]:T exo (10}
1 808008 )
01w 807,996 [8]
o 807,994 71
- 807,997 el
21 . 208007 15]
807,998 [4]

-3 —

. 808,005 3]
41 808015 \ / 2]
5] @ 807,996 X _ (]

808004 \/
6]
-7

780 790 800 810

820 830 840 850

Temperature /°C

Puc. 5. Kpusble [1CK 06pasLios kap6oHata 6apus (BaCO,)
Fig. 5. DSC curves of barium carbonate samples (BaCO,)

OT HEOLHOPOAHOCTYU UCXOAHbIX MaTepManos, KpaTkospe-

MEHHOM 1 JONITOBPEMEHHON CTABUNBHOCTU MaTepnanos.
Mony4eHHble 3HAYEHUS METPONOrMYECKNX XapakTepnc-

TUK — TemMnepatypbl ha3osoro nepexoda (Ty,), YAENbHO

3HTanbnun chasosoro nepexoaa (Hy,) — uccnepyemoit nap-
Tum CO npeacTaBneHbl B Tabnuue 6.

Mony4eHHble pesynbTaThl COrNACYHOTCA C JAHHBIMU JN-
TepaTypHbIX UCTOYHWUKOB. Tak, TeMnepaTypbl NaaBieHus

Ta6nuua 6. MeTponornyeckne xapakTepucTuKu CTaHAapTHOro obpasua
Table 6. Metrological characteristics of the certified reference material

Homep I'CO ’ o ArTectyemas e T T Ipanuubl abcontoTHoi | AGCoNOTHAsA pacLuMpeH-
B Habope HAEKC XapakTepu- S — NOrPeLwHocTy! Npu Has HeonpefAeneHHocTb
CTUKA P =0,95 npuP=095uk=2
pon, K 699,55 +0,4 +0,4
rCo 11890-2022 |COTC®-2-Ag,SO,
Hepn LK/T 519 +0,24 +0,24
Ton K 749,15 +0,4 +0,4
Ic0 11891-2022 |COTC®-2-CsCl
Hepn LK/T 17,20 +0,12 +0,12
Ton K 1081,15 +1,2 +1,2
rco 11892-2022 |COTC®-2-BaCO,
Hepn LK/T 94,9 +0,45 +0,45
Ton K 544,55 +0,2 +0,2
rCO 11893-2022 |COTC®-2-Bi
Hepn, LK/T 93,1 +0,2 +0,2
Ton K 933,47 +1,0 +1,0
GO 11894-2022 |COTC®-2-Al
Hepn LK/T 397,0 2,0 2,0
Ton K 1234,93 #1,3 +1,3
ICO 11895-2022 |[COTC®-2-Ag
Hepns AK/T 104,6 +0,5 +0,5
Tom K 1337,33 1,4 1,4
ICO 11896-2022 [COTC®-2-Au
Hmn, I/t 63,7 +0,25 +0,25
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MeTansioB CoBNAafaT B Npefenax norpewwHocT ncnosib-
30BAHHOr0 HaAMM MeT0Ja U3MEPEHU C penepHbIMK TOY-
kamu MTLLU-90 [16]. 3Ha4eHuns Hy, N7 METANN0B GIIN3KK
K [laHHbIM, NpUBEJEHHbIM B [17], @ TakXe B psae Apyrux
UCTOYHMKOB [1, 4, 8, 11]. AHanorn4Ho Ans cosen MeTannos
3Ha4yeHuUs TemnepaTypbl Pa3oBbiX NEPEXOLOB COrNacyHoT-
€Sl C NMONYYEHHLIMW HAMW pe3ynbTaTami JyyLle, Yem 3Ha-
YeHUs 3HTaNbNUKU Pa3oBbIX NpespateHnii [18].

Nmetowmeca paznuyius MoryT 6biTb 06YCNOBEHbI,
B NEPBYI0 04Yepenb, OTAUYMAMU B XMMUYECKOM COCTaBe
MUKpONPUMeCei B COCTaBe UCCIIeA0BaHHbIX B Pa3HbIX pa-
60Tax BeLUeCTB, a TAKXXe HEKOTOPbIMU Pasnnynamu B npo-
60MoAroTOBKe M NPOBEAEHUN U3MEPEHUIA, U36eXaTb BIK-
AAHUA KOTOPbIX NOJTHOCTBIO, AAXKE NPW CAMOM TLLATENTIbHOM
BbINOSIHeHUM pekomeraauun GTEFTA u ICTAC [11], oveHb
3aTPYLHUTENBHO.

MpuHUmas BO BHUMaHME NONYYEHHbIE PE3yNbTaTbl
no Apyrum mMatepuanam 1 npasusibHOCTb BbIGPAHHOIO METO-
[ia 1 YCII0BMI 3KCNEPUMEHTA, MOXHO CAenaThb BbIBOS, 0 TOM,
YTO NMOJTYYEHHbIE 3HAYEHUS ABNAIOTCA NPELCTABUTESIbHLIMU.

MpocnexnBaemMocTb aTTECTOBAHHbIX 3HAYEHUI TEMME-
patypbl 0a30B0Oro nepexoja o6ecneyeHa K eIMHULE TEM-
nepatypsl (°C), BOCNPON3BOANMON T0CYAaPCTBEHHbIM Nep-
BUYHbLIM 3TANIOHOM eUHULbI TeMNepaTypbl B AUanasoHe
o1 0 °C no 3200 °C 3T 34-2020, nocpeAcTBOM npume-
HEHUS NPU U3MepPeHuax TemnepaTypsl Pa3oBoro nepexo-
[a cTaHaapTHbIX 06pasuos In, Sn, Zn, Al, Ag u Au, aBnsto-
LMXCA penepHbIMK To4KaMu MexXxayHapoAHON WKanbl Tem-
nepatypbl (MTLL-90). BelweonucaHHas npouenypa Moxer
OblTb PEKOMEHJ0BAHA 418 ONPeLeSieHNs XapakTepucTuk
WHBIX BbICOKOYMCTBIX METANIOB U UX CONEN, a TaKXKe AN
attectayum CO Ha MX OCHOBE.

3aknto4yeHue

Llenbto naHHoi paboThl ABNANach pa3paboTka u aTTe-
CTaLMs HOBbIX CTaHLAPTHbIX 06Pa3L0B YTBEPXAEHHOI0 TH-
na Temnepartypbl Da30BbIX NEPEX0J0B HA OCHOBE BbICOKO-
YUCTbIX METANI0B M COJeil MeTanoB, NPOCAEXMBAEMbIX
K eauHuue Sl BennynHbl «temnepatypa» °C ansa npubopos
TEPMUYECKOr0 aHanM3a, B NepBy0 04epedb — A1 Npubo-
pos [1CK/OTA.

B xo4e aKCnepuMeHTanbHbIX UCCNeJ0BaHNIA MeTO-
LOM AndydhepeHLmManbHON CKaHUPYIOLWER KanopumeTpun
C NpuMeHeHnem TepmoaHanusaTtopa STA 449 F5 Jupiter
13 coctaBa AT 173-2017 onpeAeneHbl aTTECTOBAHHbIE
3Hauenus Ty, CO. Mpouenypy NpoBOAMNAY B COOTBETCTBMN
¢ FOCT ISO Guide 35-2015, 6b111 OLEHEHbI BKNAaAbl B HEO-
npeaeneHHOCTb OT HEOAHOPOAHOCTM UCXOAHbIX MaTepua-
NOB, UCCIe0BaHbI KPAaTKOBPEMEHHASA 1 ONTOBPEMEHHAS
CTabuNbHOCTb MaTepnarnos.

Mony4eHbl METPONOrMYECKNE XapaKTepUCTUKM UC-
cneayemoi naptun GO: Temnepatypa ¢ba3oBOro nepexo-
Aa (Tyn), yAenbHasa aHTanbnusa gasosoro nepexofa (Hyn).
ATTecToBaHHble 3Ha4YeHNs Ty, Ang paspaboTadubix GO
Ha 0CHOBE BbICOKO4UCTLIX MeTannos (Bi, Al, Ag, Au) co-
rnacylTcs ¢ Temnepatypamu penepHoix Todek MTLLU-90
C TO4HOCTbIO He Xyxe +0,01 °C. ATTeCTOBaHHbIE 3HA4YEHUS
Hen CO Ha ocHOBe Bbicoko4ucTsIx Bi, Al, Ag, Au cornacy-
l0TCA C pe3ynbTatamu, npusegeHHbiMu B 1,6, 8, 9, 11, 18],
B npegenax ot 0,3 0o 1,3 %.

AnanoruyHo ans CO Ha 0CHOBE BbICOKOYUCTbIX CONe
metannos (Ag,S0,, CsCl, BaCO,) — Takxxe HabnofaeTcs 4o-
CTATOYHO XOpOLUEe COOTBETCTBME aTTECTOBAHHbIX 3HAYe-
HWA Tgn M Hen CNPaBoYHbIM faHHBIM. Hanpumep, ang BaCo,
nony4yeHHoe Hamn 3HaveHne Ty, — NpakTU4YecKU coBnaaa-
eT, a 3Ha4YeHue Hy, 0TNNYaEeTCa OT nonyyeHHsIX B [18] pe-
3ynbTatoB Ha 2,7 %.

PaspaboTaHHblie CO npoLunn MeTPONOrnyeckyto akcnep-
TWU3Y 1 BHECEHbI B PeecTp yTBEPXAEHHbIX TUNOB CTaHAApPT-
HbIX 06pa3uoB U@ OEW B ka4ecTBe KOMMNNEKTa CTaHAAPT-
HbIX 06pa3LI0B YTBEPXXAEHHOMO TUNA TEMMEPATYPbI U YAEenb-
HOI 3HTanbNuUK a3osbix nepexopos (Haéop CO COTCP-2)
rCO 11890-2022/1CO 11896-2022.

C TOYKM 3pEHNS NPAKTUYECKOM 3HAYUMOCTMN NOJTYYeH-
HbIX Pe3ynbTaToB atTecToBaHHble CO N03BONAT pacLun-
PUTb BOSMOXHOCTW: @) YCTAHOBNEHUS U KOHTPONSA CTabub-
HOCTMW rpagynpoBOYHOI (KannBpOBOYHOIA) XapakTepUCTUKM
YCTAHOBOK W CPeACTB U3MEPEHNI TEPMUYECKOr0 aHann3aa;
0) aTTecTaunMu METOAUK U3MEPEHUIA U KOHTPONSA TOYHO-
CTW pe3ynbTaToB U3MepeHuii Temnepartypbl Pas3oBbIX ne-
pexof0B B MeTasnax, congax Metannos, okcunax meran-
NOB, NOMMEPHBLIX MaTepuanax, OpraHM4Yecknx n Heopra-
HUYECKMX BELLECTBAX.

bnarogapHocT: 370 MCCNeJ0BaHME He NoNyyano gu-
HAHCOBOW NOALEPXKN B BUJE rPaHTA OT Kakoin-nmbo op-
raHu3aLmn rocysapcTBEHHONr0, KOMMEPYECKOro UIIn He-
KOMMep4eckoro cektopa. Bce mamepeHus nposofu-
NUCb € Ucnosb3oBaHuem o6opynosanud Oryn «BHUAM
um. 1. . MenpeneeBa».
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