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CraHpgapTHble 06pa3ubl TeMnepaTypbl $pa3oBbIX
nepexopoB (teMnepaTypbl Kiopu) Ha ocHoBe
anoMenu, HUKena U CUAuLMuaa Xxenesa
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AunoTaums: C pa3BUTMEM HAY4HO-TEXHOIOMMYECKOr0 NPorpecca B 061acT MeTPONIOrMYeCKOro HaA30pa 1 3N1eKTPOHHOI
MPOMbILLJIEHHOCTM BO3PACTAIOT TPEOOBAHNA K NPUOOPaM TEPMUYECKOT0 aHann3a ¢ TOHKN 3PEHN UX METPOOrNYecKoro
o6ecneyenns. Ocobyto akTyanbHOCTb 715 METPOSIOrNYeCKOro 06ecneyeHns npuMeHsemMblX NpU6oOPOB TEPMUYECKOT0
aHann3a n nNpocneKuBagMocTit K OCHOBHbIM eAnHMLAM (DM3NYECKUX BENMYUH NpuobpeTaeT U3yYeHne onpegeneHmns
TemnepaTypsl ha30oBbIX NEPEX00B, 2 UMEHHO TemnepaTypsl Kiopu.

Llens nccnenosanus — anpo6awms BOSMOXHOCTH UCMNONb30BAHWNA MAaTEPLUANIOB HA OCHOBE ANTIOMENN, HUKENs 1 cunuumaa
Xenesa (Tpachonepm) B Ka4ecTBe CTaHAAPTOB Temrepatypbl (ha30BbiX NEPexooB A7 MaTepuanoB-KaHAMLATOB B CTaH-
AapTHble 06pasLibl TemnepaTypbl (a3osbix nepexofos (CO), npocnexnsaemblx K egnHuLe Sl BefIMYMHbI «TeMnepaTypar.
lMpouenypy nsmepeHuin Temneparypbl pa3oBbiX Nepexofos (Temneparypsbl Kiopu — Ty) NpoBoLUAN TEPMOMArHUTOMETPU-
4eCKUM METOAOM C npuMeHeHneM TepmoaHanuaatopa STA 449 F5 JUPITER u3 coctaBa locyfapCTBEHHOO NePBMYHOMO
atanoHa 3T 173-2017. OnpefeneHne aTTecToBaHHOro 3HaveHns CO nposogunu B cootsetcTuu ¢ FOCT ISO Guide
35-2015, 66111 OLEHeHbl BKNaAbl B HEOMPeLeNeHHOCTb OT HEOAHOPOAHOCTM UCXOAHbIX MATEPUanoB, UCCef0BaHbI
KPaTKOBPEMEHHAs 1 JONTOBPEMEHHAs CTabUnbHOCTL MaTepuanos.

ConocTaBieHe aTTeCTOBAHHbIX 3Ha4eHUI padpaboTaHHbix CO co cnpaBOoYHbIMI 3Ha4YeHUAMN TemnepaTypsl Kopn noka-
3210, 4TO OHW JOCTATOYHO XOPOLLO COTNACYHTCA.

TeopeTnyeckas 3Ha4MMOCTb NMONYYEHHbIX PE3YbTaTOB 3aKNOYAETCA B JOKA3aTENbCTBE BO3MOXHOCTU NPUMEHEHNSA Tep-
MOMArHMTOMETPUYECKOro MeTofa s pa3paboTkm CTaHAAPTHbIX 06pas3LoB YTBEPXKAEHHOMO TUNa Temnepatypbl ha3oBbiX
nepexogos (Ha6op CO TK) ICO 12005-2022/TCO 12007-2022. Takxe NOLTBEPXKAEHA BOSMOXHOCTb MPUMEHEHUS METOLA
AnddepeHLnanbHoi CKaHMpYoLLen KanopuMeTpum Npu onpeaesieHnn TemnepaTypsl Kiopu.

MpakTnyeckas 3Ha4NMOCTb MOMYYEHHbIX PE3YNbTATOB NO3BOMAET PACLIMPUTL BO3MOXHOCTYU AN NOCTPOEHUS Kannbpo-
BOYHOI 3aBMCUMOCTI CPELCTB U3MEPEHUI TEPMOTPaBUMETPUHECKOr0 aHaNN3a n KOHTPOSIA ee CTabuNbHOCTH, @ TaKXKe
MOBbICUTb MPELN3NOHHOCTb U3MEpPEeHNit TemnepaTypsl Klopn pasnnyHbixX BeLEeCTB U MaTepuasos.

KnioyeBbie ¢NoOBa: CTaHAapTHbIE 06GpasLibl, TEPMOrpaBUMETPUYECKNil aHanu3, Temnepatypa (asoBbix Nepexo/oB, TeM-
nepatypa Kiopy1, MeToanka u3amepeHuii

WUcnonb3yemble cokpawenus: TA — Tepmudeckuin aHanus; [CK — audpdepeHumnanbHas ckaHmpytowas KanopumeTpus;
TrA — TepmorpasumeTpuyeckuin ananus; @O OEN — GeaepanbHbii MHGOPMALMOHHBIA DOHS N0 06ECNEYEHN0 eANHCTBA
n3mepeHnii; TCO — cTangapTHble 06pasuybl yTBEPXAEHHOr0 Tuna; TM — TepMOMarHuTomeTpus

Ccbinka npu uyutupoBanuu: LUunuubi A. 1., Henomunyes A. M., TiopHuHa A. E. CTaHAapTHble 06pasibl Temnepatypbi
(ha30BbIX NepexosoB (Temnepatypbl Kopu) Ha 0CHOBE aNtOMeNn, HUKeNs 1 cunmumnaa xxenesa// 3tanoxsl. GCTaHaapTHble
06pasubl. 2023. T. 19, Ne 2. C. 35-46. https://doi.org/10.20915/2077-1177-2023-19-3-35-46

Ctatba noctynuna B pegakumio 17.10.2022; ogobpeHa nocne peueHsuposanusd 26.01.2023; npuuaTta K ny6nukauum
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Abstract: The requirements for thermal analysis instruments are increasing in terms of their metrological support with
the development of scientific and technological progress in the field of metrological supervision and electronics industry.
The study of determining the phase transition temperature, namely the Curie temperature, is of particular relevance for the
metrological support of the applied thermal analysis instruments and traceability to the basic physical units.

The purpose of the research was to test the possibility of using materials based on alumel, nickel and iron silicide (trafoperm)
as phase transition temperature standards for candidate reference materials of phase transition temperatures (RMs) trace-
able to the Sl unit of the «temperature» value.

The procedure for measuring the phase transition temperatures (Curie temperature — Tg) was carried out by the thermomag-
netometric method using an STA 449 F5 JUPITER thermal analyzer from the State Primary Standard GET 173-2017. The
determination of the RM certified value was carried out in accordance with GOST ISO Guide 35-2015, the contributions to
the uncertainty from the heterogeneity of the initial materials were evaluated, and the short-term and long-term stability
of the materials were studied.

A comparison of the certified values of the developed RMs with the reference values of the Curie temperature showed that
they are consistent.

The theoretical significance of the results obtained is proof of the possibility of using the thermomagnetometric method for the
development of certified reference materials of phase transition temperatures GSO 12005-2022/GS0 12007-2022. The pos-
sibility of applying the method of differential scanning calorimetry in determining the Curie temperature was also confirmed.
The practical significance of the results obtained allows expanding the possibilities for constructing the calibration de-
pendence of measuring instruments for thermogravimetric analysis and monitoring its stability, as well as increasing the
measurement precision of the Curie temperature of various substances and materials.

Keywords: reference materials, thermogravimetric analysis, phase transition temperatures, Curie temperature, measure-
ment procedure

Abbreviations used: TA — Thermal analysis; DSC — differential scanning calorimetry; TGA — thermo-gravimetric analysis;
FIF EUM — Federal information fund for ensuring the uniformity of measurements; CRM — certified reference material;
TM —thermomagnetometry
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BeeneHue

VIHTepec K nccnefoBaHuMio TeNN0MU3NYECKNX CBONCTB
BeLLecTB 1 matepmasnos npossusics yxe B XVI B., n o Ha-
CTOSALLEr0 BPEMEHU MHOTOYUCIIEHHbIE METObI TEpMUYe-
cKoro aHanmsa (TA) ocTaroTcs HEOTbEMIEMOI YaCTbIO BCe-
MupHON meTponorun [1].

m StanoHsbl. CranpapTHble o6pazubl. 2023. T.19, N2 2. C. 35-46

CornacHo ASTM E473-16, TepmMorpaBuMeTprYecKuii
aHanus (TTA) — aTo MeToA, Npu KOTOPOM Macca Belle-
CTBA N3MEPSAETCH KaK PyHKLMA TeMnepaTypbl UK BpeMe-
HU, B TO BPEM$ KaK BELLECTBO NOABEPraeTcs BO3AeACTBULD
KOHTPOSIMPYEMON TemnepaTypbl B 3a[jaHHOI aTMocdepe.
[laHHbIA METOZ aHanM3a Hallen WUPoKoe NpuMeHeHne
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NPaKTU4eCKN BO BCeX 06nacTax xumuu. [na ero peanu-
3aumnn NPUMEHAIOTCA TEPMOrpaBUMeTpUYeCcKne aHanusa-
TOPbI NN60 NPUBOPbI CUHXPOHHOTO TEPMUYECKOr0 aHau-
3a (CTA), peanuaytowime nomumo TTA meToga MeToq aAnd-
(bepeHumanbHoii ckanmpytowein kanopumetpuu (LCK).
B ®epepanbHblii MHDOPMALMOHHBIA )OHA no obecne-
YeHU0 eguHcTBa n3mepeHunin (PO OEWN) BHeceHo 6onee
20 TMnoB aHanu3atopos, Takux upm, kak Mettler-Toledo
GmbH, NETZSCH, Perkin Elmer, TA Instruments.

OpHol u3 pasHoBuaHocTen metoaa TTA npu onpeae-
NEHNN XapaKTepUCTUK BELLECTB U MaTepnasioB ABNAETCS
TepmomarHutometpua (TM), npu KoTopoi onpegensercs
YBESIMYEHNE NN YMeHbLLIEHEe Macchl 06pasLa B 3aBUCH-
MOCTW OT HanpasfieHns rpagueHTa MarduTHoro nons [2].
Mpu4nHO n3MeHeHUs Macchl 06pasua ABnseTcs hasosbii
nepexon BTOPOro pofa, Npu Kotopom o6pasel u3 dep-
POMArHUTHOrO COCTOAHUSA NEPEXOANT B NapamarHuTHoe.
[aHHbIN nepexof HasblBaeTcs «To4Ka Kiopu» (Temnepary-
pa Kitopu). TM B OCHOBHOM NPUMEHSIETCA ANS OnpeLeNeHns
XapakTepUCTUK (heppoOMArHUTHBIX COEAMHEHNI, NOTOMY 4YTO
OHU ABNAIOTCA KIH04EBLIMI 31eMEHTaMK 60J1bLIMHCTBA CO-
BPEMEHHbIX PAJANOTEXHUYECKNX, 3NEKTPOHHbIX W BbIYUCIN-
TeJIbHbIX YCTPOWCTB. ViccneaytoTca NUTUIA-TUTAHOBbIE doep-
pUTbI [3], MNTUA-LNHKOBbIE (DeppuThl [4], HUKENb-LUHKOBbIE
(heppuTsl [5], MmarHeTuT [6], cnnasbl leicnepa [7] u apyrue
(heppomarHutHble coeguHeHuns [8-10].

BocTpe60BaHHOCTb TEPMIUYECKOr0 aHanm3a, B YaCTHOC-
T, pa3paboTka CTaHAapTHbIX 06pa3LoB TemnepaTyp aso-
BbIX NEPexo10B NoATBEPXKAAeTC EBPONENCKON JOPOXKHO
KapToii 4Ng MeTposiorum Tennoduanyecknx ceoncts [11].
B Poccuiickoit ®efepauu TakKe 0CHOBHbIM CPeACTBOM
o6ecrnevyeHns eANHCTBA U3MepPEHNA aHann3aTtopos TIA
n CTA saBnstoTcsa cTangapTHble o6pasuysl (CO) Temnepatyp
thasoBbIx nepexooB nepsoro poaa [12]. OgHako ecnn ans
MeTponoruyeckoro o6ecnevenns CTA (MCrbITaHui, NOBEPKY
1 Kanu6posku) aaHHble CO npumeHumbl, To ans TTA npu-
60pOB CYLLECTBYIOT ONpefesieHHble CII0KHOCTU. OCHOBHAs
CITIOXXHOCTb CBfA3aHA C TEM, 4YTO ANA KanuoépoBKM npu6o-
POB MCMONb3YeTCA TakK Ha3blBaeMblii Metoq c-DTA (pac-
YETHbIN AN depeHLnansHbIi TepMUYECKNIA aHann3), KoTo-
PbIVi B OTNIN4ME OT METOLA C UCMOSb30BAHMEM TEMMEpaTypbl
Ktopm (Temnepatypbl (ha3oBoro nepexoja BTOpOro poaa),
onucanHoro B ASTM E1582, He aBnsieTcA CTaHAAPTU30BAH-
HbIM. [1n5 MeTOofa C Cnob30BaHem TemnepaTypbl Kiopu
Pas3NUYHLIMKM FpynnaMi uccnegosartenert 6blin NpoBeSeHbl
1 nposoasATcs pabotsl no cosaanuio CO [13]. B pesynbrate
NpoBefeHHON paboTbl 6bln pa3paboTaH Habop CTaHAAPTHBIX
o6pasuoBs Temnepatypsl Kiopu (CO TK), KoTopbIit cOCTONT
13 Tpex matepuanos: amomens (NiMn;Al, T, ~ 163 °C),
Hukenb (N1, T, ~ 352 °C) u Tpacponepm (SiFe, T, ~ 751 °C).

Matepuanbsi n meToAbl

Peaktnsbl

VicxoaHbIn Matepuan ang mccnefoBaHnii npeacras-
nan cobo:

—cnnae anomenb (NiMn;Al) ¢ xumuyeckum cocta-
Bom (Ni 94%, Mn 2,1%, Al 1,7%, Si 1,5%, Fe 0,3 %,
Mg 0,15%, Cu 0,1%, C 0,05 %);

—metann (Ni) ¢ xumuyeckum coctaBom (Ni 99,97 %,
Cu 0,003%, Mn 0,002%, C 0,005%, Si 0,002 %,
S 0,002 %, Ti 0,001 %, Mg 0,003 %, Fe 0,01 %);

—cnnas Tpachonepm (SiFe) ¢ xumnyeckum cocra-
Bom (Fe 95%, Si 4,5%, Mn 0,02%, Cu 0,2 %, C 0,07 %,
Cr0,06%, P 0,03%, S 0,02 %).

MexxayHapogHas KoHdeaepaums TepMUYeCcKOro aHa-
nusa u kanopumetpun (ICTAC) pekomeHngoBana ons me-
TPOMIOrN4eckoro 06ecrneveHns auana3oHa n3MepeHnii Tem-
nepatypbl 0T 100 °C go 1000 °C ucnonb3oBaTh B Ka4yecT-
Be CepTUdNLMPOBAHHBIX 3TaNIOHHbIX MaTepuanos (CRM)
Ha6op 13 5 matepuanos: nepmaHopm 3 (T ~ 267 °C), Hu-
kenb (T, ~ 355 °C), mtomeTann (T, ~ 386 °C), nepmaHopm 5
(T, ~458 °C), pachonepm (T, ~ 751 °C) [16]. BnocnegcTaum
[nanasoH nsmepennii 6bin pactumpen (ot 25 °C go 1000 °C),
a nepeyeHb 6bin ckoppekTposan: antomens (T, ~ 153 °C),
Hukenb (T, ~ 358 °C), cnnas Nigg;Cog 17 (T, ~ 554 °C),
cnnae Nij63C0g 37 (T, ~ 746,4 °C), cnnae Nij 37C0,63
(T, ~930,8 °C) [17].

Onga Hawux nccnenoBaHnii 6binn BblbpaHbl 3 mMarte-
puana (anioMeslb, HUKeNb 1 Tpadoonepm) No cnefyowmm
NpUYMHAM:

—yKa3aHHble MaTepuanbl CMOryT METPOSIOTUYECKN
06ecneynTb A1ana3oH namepeHnii Temnepatypsbl (o1 25 °C
1o 770 °C) cywecTaytowux npuéopos TA (PUD OEN);

— [iaHHbIe MaTepmansl NCCnesoBanuch 1 6bian aTTecTo-
BaHbl B ka4yecTBe CRM B ipyrux cTpaHax;

—B npuoopax TTA 0CHOBHbIM UCTOYHUKOM NMOTPELIHOCTH
N3MepeHNii TemnepaTypbl ABASETCA NOrPELIHOCTb TEPMO-
napbl, KOTOpasi UMeeT NINHEHY CTaTUCTUYECKYH0 Xapak-
TEPUCTUKY. 3TO MO3BONIAET UCMOb30BATh MEHbLUIEE KO-
NNYECTBO ATANIOHHBIX MAaTEPUaNoB C XxapakTepucTukamu,
PacnonoXeHHbIMI B Hayane, CepeanHe n KOHLEe HOpMN-
POBAHHOMO AMana3oHa U3MepeHuil, TeM caMbiM obecne-
41Bas 3KOHOMMWIO BPEMEHN, 3aTPA4IBAEMOr0 Ha NOBEPKY/
KanubpoBKy/rpagynposKy npu6opos TA.

06opypoBaxne

Tepmoananusarop STA 449 F5 JUPITER (NETZSCH,
[epmaHns) n3 cocTasa rocysapCcTBEHHOr0 NepBUYHOIO 3Ta-
NIOHA eANHNL, MACCOBOIA [OJIN, MACCOBOIA (MOJSIAPHOI) KOH-
LLIeHTpaLum BOAbl B TBEPAbIX U XXKMOKNX BELLECTBAX 1 MaTe-
puanax 3T 173-2017, peanuayroLyuii METOL CUHXPOHHOTO
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Tepmuyeckoro aHanusa (CTA), KOTopbIil COBMELLAET B Ce-
6e MeTon A depeHLnancHon CKaHNpYOLLen Kanopu-
meTpum (JCK) n TepmorpasumeTpuyecknii aHanus (TrA).

I3mepeHns macchbl MICXOAHOr0 MaTepuasna npoBoaun
Ha Becax flabopatopHbIX | (CnewumansbHOro) knacca To4Ho-
cTu (Sartorius, fepmanus) ¢ QUCKPETHOCTbIO B3BELLMBA-
HMa 10 MKI 1 pacLUUpeHHON HEONPEeaeNeHHOCTbO 80 MKT.
3HA4YeHNs MaCChl TUrAS U MACChI TUTMSA C HABECKOW MOony-
4anu B LecaTu napannefibHblx nsmeperusx. Maccy Hase-
CKW HaXo4MNM N0 pasHOCTU Macc.

Mertogb! n npoyegypa ncenegoBanui

[na onpepeneHna Temnepatypsl Kiopu nucnonb3yor
MarHUTOMETPSbI [7, 9] unu cpeAcTBa USMEPEHNIA HA OCHOBE
TEPMOMArHUTHOro aHanmsa [14]. [nasHbIM NPenMyLLECTBOM
TM 1o cpaBHEHWIO C ApYrMMU METO4aMN ABNISETCS BO3MOX-
HOCTb U3MepATL Temnepatypy Kiopu Ha npuéope, KOTopblil
KanuopyeTcs U n3MepseT TeMnepartypy nnasneHns Matepu-
aroB, ABNALIMXCA penepHbIMU To4KamMu MexayHapoLHom
TemnepatypHoi wkanel (MTLU-90), 4To nosbILlaeT LOCTO-
BEPHOCTb M3MEPEHHbIX 3HAYEHUI BBUAY OAHUX U TeX Xe
YCJI0BUA U3MEPEHUI (TOT Xe JaTHuK TemnepaTypbl, CKO-
POCTb U3MEpPEHNii, aTMOCepa).

[JononHnTensHo cnesfyet 0TMETUTb, YT0 MeTo4 TM npu-
MEHAJNICA Npu atTecTauuu matepuanos B kayectse CRM
B Apyrux cTpaxax [13].

LLnpokoe npumeneHue metoga TM npu xapaktepusaum
BELLECTB M MaTepMasnioB, yKa3aHHbIX BO BBELEHUN, TaKXe
NOATBEPXAET NPaBUIbLHOCTL BbIGOpA MeTOA ANs aTTe-
cTauum cTaHAapTHbIX 06pa3LoB TeMnepatypsl Kiopu.

MeTop ABNAETCA YYBCTBUTENbHBLIM U NO3BONIAET U3MeE-
pATb Temnepatypy Kiopu mMaTepmanos, COAePXKaLLMX Mar-
HUTHblE (PeppuToBbIe (Pasbl C MaccoBou fonein 6onee 2%
0T OCHOBHOTO KOMMOHeHTa [4].

06paboTKa TEpMOrpamMm OCYLLLECTBNISETCSA HEKOTOPbIMU
nccrefoBarTenamMu no nuky npomssogHoii Tr-curnana [4, 15],
HO 06LLENPUHATbLIM 1 pekoMeHaoBaHHbIM B ASTM E1582-00
SBNAETCS OLIEHKA MO KOHEYHOI TOYKe TemnepaTypbl ha3o-
BOro nepexofa.

CxemaTnyeckoe M306pakeHne YCTaHOBKN, peanunayio-
wein metog TM, npeacTaBneHo Ha puc. 1.

WNccnepnosanna CO 6binM NpoBefeHbl C MCMOMb30-
BaHWEM aTTeCTOBAHHOW METOAUKN uamepennii (M)
No ®P.1.31.2021.40481 8 ®® OEWN, nokasaTenu TO4HO-
CTW KOTOPOI NpefcTaBfieHbl B Ta6n. 1.

KpenjieHue

— MUZHUmM

oopazeu

Hazpesame-
JIbHbBLIL
1eMeHm

—— 6€C06011
ook

Puc. 1. Cxematnyeckoe n3o6paxeHune yCcTaHoBKM, peanuay-
towleri metog TM fns onpefenexus Temneparypbl ha3oBbixX
nepexonoBs (Temnepatypbl Kiopu)

Fig. 1. The schematic diagram of the installation implementing
the TM method for determining the phase transition
temperatures (Curie temperature)

Ta6nuua 1. [lnanasoHbl N3MePeHNii, 3Ha4eHNs Nokasartesien TOYHOCTM, NPABUILHOCTM, NOBTOPAEMOCTH,
BHYTPM12a60paTOPHOI NPELM3NOHHOCTU, CYMMAPHOA CTAHAAPTHON M PACLIMPEHHON HEONpPeaeneHHOCTH
Table 1. Measurement ranges, indicator values of accuracy, correctness, repeatability, intralaboratory precision,

total standard and expanded uncertainty

PacwupenHas

[lHanason Hamepe- Moka3atenb Moka3atenb Moka3satenb MokasaTens cﬁ‘;rm:p:::ﬂ abconioTHas

Lo p noBTOPAEMO- BHYTpUNao. NpaBUNbHOCTH, o Rap HeonpeaeneH-

Huil, °C o ° o TO4YHOCTH, °C Heonpefaenex- o

cTH, °C npeuus., °C C HOCTS. °C HOCTb, °C npu

’ P=0,95uK=2
ot 28 1o 200 BKn. 0,01 0,05 0,06 0,11 0,055 0,11
ot 200 go 400 BKJI. 0,01 0,05 0,12 0,17 0,085 0,17
0T 400 go 700 Bkn. 0,02 0,07 0,26 0,33 0,165 0,33
ot 700 po 1600 BKJI. 0,02 0,07 0,60 0,67 0,335 0,67
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BrnusiHue hakToOpOB, OTPAXKAKOLMXCSA HA TOYHOCTM N3-  COOTBETCTBYHOT paboymm 3TanoHam 1 paspsna no BTOPO
MepeHuii, 6bIn0 CBEAEHO K MUHUMYMY, 8 UMEHHO: 4acTy rocyapCTBEHHON NOBEPO4HON CXeMbl i11s CPEACTB
—Turenb: AN U3MEPEHUA METansIoB U UX CNNaBoB U3-  m3mepeHun Temnepatypbl (FOCT 8.558-2009). Takas npo-
rOTOBUTENN NPUOOPOB TEPMUYECKOr0 aHaIM3a peKoMeHay-  Lieflypa LUMPOKO NPUMEHSIETCS Hay4HO-UCCei0BaTeNbCKN-
toT ucnonb3osath TUram U3 Al,O5 4T06bl M36eXaTh B3a- MU opraHusauuami [13, 17-19] ans kanu6posku Npubopos
MMOJENCTBNS MCCNEAYEMOro matepuana ¢ matepmanom  nepej npoBeAeHNEM NPeLU3NOHHbIX U3MEPEHUIA, Npoche-
Thrng, Kak ykazaHo B ASTM E967-08. B uensx 6onee pas-  xusaembix K MTLLU-90, cornacHo pekomeHaaunam ASTM
HOMEPHOTro pacnpefeneHus Tenna B o6pasue ucnons3osa-  E1582-00;
NINCb 3aKPbIThIE TUIN; —YyBCTBUTENLHOCTL CU: LNS NOBLILLIEHUS YYBCTBUTESbHO-
—o00pasel: npu onpeaeneHnn Temnepartyp pasoBbix CTU NPUMeEHEH fepxxatenb 06pasuos B ucnonHeHun DSC/TG
nepexofioB NepBoro pofa (nnassieHne, Kpuctannusaymus) (aHe DTA/TG) ¢ yyBCTBUTENBHOCTBIO 1,2 MKB/MBT;
NpeabsBNAOTCA NOBbILLEHHbIE TPEOOBAHNSA K Uccnemye- —MarHUTHOE NPUCNOCOBIIEHIE: UCMONb30BaHbI MarHNTbI
MbIM 06pasLam, a UMeHHo reoMmeTpus obpastia (BaxeH xo-  Ne-Fe-B, kotopble pasmeLieHbl Ha npubope Takum o6pa-
POLLINIA TEPMUYECKMIA KOHTAKT MeX Y 06pa3LOM 1 TUrNeM),  30M, YTOObl M3MEHEHMEe Macchbl COCTaBNAN0 ~ 5% (peko-
Macca HaBeCoK (He 0JXHa npeBbiwats 20 Mr, 470661 CHU-  MeHZaumns ASTM E1582-00 > 2 %);
3UTb BNUAHNE «3(ppekTa macchl»). Mpu onpegenenumn ga- —CKOpOCTb Harpesa: BBUAY TOr0, 4TO 60NEe BbICOKNE
30BOr0 Nepexoja BTOPOro pofa AaHHble TpeOOBaHNUSA Te-  CKOPOCTW HarpeBa NPUBOAAT K CABUIY TEN0BbIX acpdek-
PAIOT aKTYyasIbHOCTb BBMY TOT0, YTO M3MEHAIOTCA TOSIBKO  TOB B 06/1aCTb 60J1ee BbICOKUX TeMMepaTyp, B X0Ae ucchne-
MarHUTHbIE CBOIICTBA MaTepuanos. Macca HaBecok Bapbu-  AoBaHuil CO ncnonb30Bancs pexum Harpesa Cco CKOpO-
posanack o1 20 fo 40 mr; cTbt0 10 °C/MUH. [1ONONHMTENbHBIM APrYMEHTOM B N0OMb3Y
—aTtMmocdoepa: Ans Npeun3noHHbIX M3MEPEHU HE06X0-  BbIGPAHHOI CKOPOCTU CNYXMT TO, 4TO B MUPOBOW NPaKTm-
LMMO UCNONb30BATh a3 C HU3KOM TeNjoNpPOBOAHOCTLIO,  Ke MpW UCCNIe0BaHUM MaTepnasioB NPUMEHAIOTCA CKOpPO-
noaTomy usmepeHus nposoauniu B atmocdepe N, yucto-  ¢tv o1 1,0 °C/muH. 1o 20 °C/muH. [3, 6, 15]. B 10 e Bpemst
1011 99,99 % npu pacxone 250 MA/MUH.; ckopocTb 10 °C/MUH. HOPMUPYETCA B METOAMKAX NOBEPKN
—kKanuéposka Gl no Temnepatype: ucnonb3osanca rep-  Ha G TA (OU® OEN). Mpu paspaboTke CRM konneramm
MOAHanu3atop, NpoLUeALWmniA KaNMepoBKY C NPUMEHEHNEM 13 Kutas 6b1n1a npuMeHeHa aHanoruyHas ckopocts [13].
CTaHAapTHbIX 06pa3L0B TemMnepatyp u TenaoT PasoBbixX
nepexonos n3 komnnekta COTC® ICO 2312-82/2316-82 Pesynbrathl M 06CyXaeHue
(B 4acTHocTu In, Sn, Zn) n cTaHAapTHbIX 06pa3LL0B TEM- Tepmorpammbl OMbITOB NPY ONpeSesieHun aTTeCToBaH-
nepartypbl ¥ YAENbHOW 3HTaNbNUKU (ha30BbIX NEPEXOL0B HbIX 3Ha4eHnin CO npuBeLeHbl Ha puc. 2-4.
13 Ha6opa CO COTC®-2 ICO 11890-2022/11896-2022, YKa3aHHble TepMorpamMmmbl 06paboTaHbl B COOTBET-
B yacTHocT Al, Ag, Au, nokasaTenn TO4HOCTU KOTOPbIX  cTBUM ¢ MU, ans kaxzaoro matepuana ucnonb3oBanach
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Puc. 2. Tepmorpamma Hukens 4uctoton 99,97 %

Fig. 2. The thermogram of nickel with a purity of 99.97 %
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0/4Ha HaBecka. [lonyyeHHble AaHHble NOKa3biBatoT, 410 CKO
pe3ynbTaToB n3mepeHuin He npesbiwaet 0,02 °C, 410 cOOT-
BeTCTBYeT Tpe6oBaHusam MU.

MonyyeHHble METPONOrNYECKINE XapaKTePUCTUKI UC-
cnegyemoii naptum GO npeAcTasrieHsl B Tabn. 2.

ViHTepBan 3Ha4YeHUil, yKasaHHbIA B ONMUCAHUN TU-
na Ha CO, Bapbupyetcs y antomenu ot 160 °C go 170 °C,
y Hukens ot 350 °C po 360 °C, y Tpachonepma ot 745 °C
10 755 °C, 4T0 06bACHAETCSA Pa3nuyemM MaccoBoi J0MN

StanoHsbl. CranpapTHble o6pazubl. 2023. T.19, N2 2. C. 35-46

OCHOBHOIO KOMMOHEHTA 0T NapTWK K NapTun Npu nocnemy-
fOLLel aTTecTaLmn MaTepranos B Ka4ecTBe CTaHAAPTHbIX
06pas3L0B. BapbupoBaHue 3Ha4eHuii TemnepaTypbl onpeae-
NAeTCA TAKXKe CKOPOCTbI0 HarpeBa, aTMOCdepoil 1 TUNom
Turnen, noatomy B nacnopte Ha CO yka3biBaloT BCE yCO-
Bus attectaumu CO.

OTaenbHO cnefyet 06paTUTh BHUMAHUE HA HUKENb,
NOCKOJIbKY MONTy4YeHHOE aTTECTOBAHHOE 3HAYeHue 3a-
METHO OT/INYAETCA OT 3HAYEHUN, YKA3aHHbIX B APYrux
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Ta6nuuya 2. MeTponornyeckue xapakTepucTUknU CTaHAapPTHbIX 06pa3LoB TemnepaTypbl a3oBbiX

nepexonos (Temnepatypsl Kiopn)

Table 2. Metrological characteristics of reference materials of phase transition temperatures (Curie temperatures)

AtTectyemas
XapaKkTepucTuka

Temnepatypa ha3oBoro nepexopa (Tem-

ATTECTOBaHHOE 3Ha4YeHue

[paHnuLbl a6CONHTHOIM
norpewHocTyn npu P=0,95

AGCOJIIOTHAsA pacLUnpeH-
Hasi HeonpeAeneHHocTb
npuP=0,95n k=2

o 163,00 +0,30 0,30
nepatypa Ktopu antomenu), °C
Temnepatypa ©a3oBoro nfpexona (Tem- 352,00 +0,40 0.40
neparypa Ktopu Hukens), °C
Temneparypa ¢pa3oBoro nepexopa (Tem- 751,00 +0,70 0.70

nepartypa Kiopu Tpacdonepma), °C

anMe‘IaHI/IE — METPONIOrn4ecKne XxapakTepucTnkn CO nonyyeHsbl npu ycnoBuax:

—cKopocTb Harpesa — 10,0 °C/MuH.;

—aTmocdepa neyn — nHepTHas (a3or);

—wmarepuan turnei - Al,Os;

—xumnyeckmit coctaB CO ykasaH B nacnopTte Ha CO;

—N3MeHeHue Macchl 06pasua npy NPUIOXKEHNU MarHUTHOrO nons — 5 %.

ncTo4Hnkax [13, 19]. B 0CHOBHOM pa3HuLa 06yCNoBIeHa
YUCTOTON HUKENS, B YKA3aHHbIX BbILIE MCTOYHMKAX OHA CO-
crasnsna 99,99 %, B nposegeHHOM nccnegosanun 99,97 %.

B cBA31 C 3TUM ObINN LONOMHUTENILHO NPOBELEHbI N3-
MEpEeHUs BbICOKOYUCTOr0 HUKENs C MaccoBOii LOJ1en oC-
HOBHOro BewecTBa 99,99 % (3C-1.3-176-029-2018-Ni).
Pesynbratbl N3MepeHuii npeacTaslieHbl B Tabs. 3, a TepMo-
rpamMmbl — Ha puc. 5. 06paboTka npoBefeHa no Tr-curHany.

AHanormyHo puc. 2, 3, 4 TepmorpaMmbl, NpeacTaB-
NeHHble Ha puc. b, o6paboTaHbl B cooTBeTCcTBUM C M.
Mony4yeHHble aaHHble nokasbiBatoT, 410 CKO pesynbTaToB

n3mepeHuin He npesbiaeT 0,02 °C, 4TO FOBOPMT O XOPOLLIEH
BOCMPOW3BOAUMOCTI N3MEPSEMbIX 3HAYEHUIA.

Ycnosus nNpoBefeHUs U3MEpeHunii aHanornyuel [13],
a UMEHHO:

—N3MEeHeHNe mMacchl 06pasua Npu MpUIOXKEHUN Mar-
HUTHOrO nong ~ 5 %;

—cKopocTb Harpesa 10 K/MuH.;

—yuctoTta matepuana 99,99 %.

JononHutensHo aHanornyHo nccneposannam [19] 6i-
nn 06paboTaHbl pe3ynbTatel n3mepeHuii Tk no DSC cur-
Hany. Pe3ynbTathl U3MEPEHNA NpeAcTaBneHsbl B 1a6. 4,

Ta6nuua 3. Pesynsrartel U3MepeHnin HuKens yuctoton 99,99 %
Table 3. The measurement results for nickel with a purity of 99.99 %

Ne uamepenus N3mepeHHoe 3HaYeHue, °C CpepnHee 3Ha4eHue, °C
1 358,301
2 358,342 358,32
3 358,304

Ta6nuua 4. Pe3ynbratbl U3MepeHuiA HUKens Ynuctotoi 99,97 %
Table 4. The measurement results for nickel with a purity of 99.97 %

Ne uamepenus W3mepeHHoe 3HaveHue, °C CpepHee 3HaueHue, °C
1 352,155
2 352,187 352,18
3 352,188
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Puc. 5. Tepmorpamma Hukens 4nctotoii 99,99 %
Fig. 5. The thermogram of nickel with a purity of 99.99 %

a Tepmorpammsl — Ha puc. 6. B ka4ecTse marepuana ans
0npo60oBaHNs B3AT HUKENb YcTOTON 99,97 %.

MoaxoAbl M MeTOLbI ONpefieNIeHNs, a TaKXXe XapakTepuc-
TKK paspaboTaHHbix GO cornacytTcs ¢ ApyruMu rpynna-
MW UCCReaoBaTeNell U CNPaBoYHbIMN 3HAYEHNAMMU:

—no Hukento 99,99 % nonyyeHHble pesynbraThbl corna-
cyrotcs ¢ gadHubimn NIM (Kutair) [13] n Université Paris-
Sud (Ppanuyus) [19] B npegenax +0,05 °C n 0,04 °C co-
OTBETCTBEHHO, a ¢ [17, 18] B npeaenax +0,1 °C. Paznun4ne
C AaHHbIMW, npuBeLeHHbIMK B [20], 0Ka3anock B npegenax
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Puc. 6. Tepmorpamma Hukens suctoton 99,97 %
Fig. 6. The thermogram of nickel with a purity of 99.97 %
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+1,1 °C, 4TO CBA3AHO C Pa3HbIM U3MEHEHWEM MACChl 06-
pasua npu NPUNoXeHWM MarHUTHOrO MoJis U Pa3HOM mMac-
COMN HABECOK;

—no Tpachonepmy B npefenax +1,5 °C [16];

—no aniomenu n Hukento 99,97 % fanHble 06 uccneno-
BaHWNM MaTepManoB OTCYTCTBYHOT. [IpUHMMAs BO BHUMAHNE
NOMy4YeHHble Pe3ynbTaTthl N0 APYyrum mMatepuanam u npa-
BUNbHOCTb BbIOPAHHOIO METOAA, a TakXKe YCII0BUI 3Kene-
PUMEHTA, MOXHO CAenatb BbIBOJ O TOM, YTO MOJY4YEHHbIE
3HA4YeHNN ABAAIOTCA NPEACTABUTENbHBIMM.

PesynbTatbl, Nosy4eHHble NyTem 06paboTku curHana
DSC (puc. 6), cornacytTcs ¢ aTTeCTOBAHHbIMU 3HAYEHNS -
mun B npeaenax 0,2 °C, 4To CBUAETENbCTBYET O BO3SMOX-
HOCTM NMPUMEHEHNS JAaHHOro MeToa nNpu onpeaeneHnn
Temnepatypbl Kopn pa3finyHbIX BELLECTB 1 MaTepuasnos.

[pocnexnBaeMocCTb NOJIYYEHHbIX aTTECTOBAHHbBIX
3Ha4YeHWUn Temnepatypbl )a30BOro nepexopa obecne-
YyeHa K eanHuue Temnepatypbl (°C), BOCNPON3BOAUMOIA
[ocyaapCTBEHHbIM NMEPBUYHbIM 3TASIOHOM eANHULbI TEM-
nepatypsl B ananasoHe ot 0 °C go 3200 °C 3T 34, obe-
CrneyeHa noCpPeAcTBOM NPUMEHEHMS NPK U3MEPEHNAX TeM-
nepaTypbl Da30BOro nepexoja cTaHAApTHbIX 06pa3L0B
In, Sn, Zn, Al, Ag n Au, sBnstowumxcs penepHbIMI TOY-
kamu MexayHapogHomn TemnepatypHon wkansl (MTLL-90).
BobllweonucanHas npouefypa MOXeT 6bITb PEKOMEH[0-
BaHa A5 ONpejesieHNs XapakTepucTuK WHbIX eppo-
MarHWTHbIX COEMHEHNIA, a Takxe ans attecTtauumn CO
Ha X OCHOBE.

3aknioyeHune

Llenbto HacTosLLEN paboThl ABNSNACH anpobaLus pe-
3yNbTATOB MCCNEAOBAHMI 1 MPUMEHEHUS MATEPUAJIOB Ha OC-
HOBE aslOMesNn, HUKens 1 CUnuLnaa xxenesa (tpaconepm)
B KQ4ecTBe CTaHAApPTOB TemMnepaTtypbl Pa30oBbIX Nepexo-
[0B Npun pa3paboTke CTaHAAPTHbIX 06Pa3Li0B YTBEPXKIEH-
HOro Tunma TemnepaTypbl ()a30BbIX NEPEXOA0B (Temnepa-
Typbl Ktopu), NpociexmBaembix K efuHNLE S| BEMYUHBI
«TemMneparypa».

B Xxofe 3KcnepuMeHTanbHbIX UCCNEL0BAHMNIA AOKa-
3aHa BO3MOXHOCTb MPUMEHEHNs Npoueaypbl n3mepe-
HUI TemnepaTtypbl )a3oBbIX NEPExXofoB (Temnepartypsbl
Kiopu) TepMOMarHUTOMETPMYECKUM METOAOM U MeTO-
LOM AudhdhepeHLmManbHon CKaHUPYIOLWEN Kanopumetpun
C NnpuMeHeHnem TepmoaHanuaatopa STA 449 F5 JUPITER
13 coctaea AT 173-2017. OnpeneneHbl aTTeCTOBAHHbIE
3HaveHus CO, npouenypy NpoBOAMSN B COOTBETCTBUN
¢ IOCT ISO Guide 35-2015, 6bIn OLEHEHbI BKNAAbl B HE-
OMNpejeneHHoCTb 0T HEOLHOPOLHOCTU UCXOLHbIX MaTepu-
aJi0B, NCCIe10BaHbI KPaTKOBPEMEHHAS U JONITOBPEMEHHAS
CTabuNIbHOCTb, ONPefeneHbl aTTECTOBAHHbIE 3HaYeHus CGO.

ConocTasfieHne aTTeCTOBAHHbIX 3HAYEHWII TeMMneparTy-
pbl Kiopn paspa6oTaHHbix CO ¢O CNpaBOYHLIMM 3HAYEHUAMY
Temneparypsl Kopy Nokasano, YTo aTTeCTOBAaHHbIE Xapak-
TepucTukn CO 4OCTaTO4HO XOPOLLIO COrNacyTes.

TeopeTnyeckas 3Ha4MMOCTb NMOMYYEHHbIX pe3ybTa-
TOB 3aK/104aeTCA B [JOKa3aTeSIbCTBE BO3MOXHOCTI Npu-
MEHEHWs TepMOMarHMTOMETPUYECKOTO METOAa U MEeTo-
na auidepeHUnanbHON CKaHUPYOLLEN KanopumMeTpun
N8 paspaboTky CTaHAAPTHLIX 06pa3LL0B YTBEPXKEHHO-
ro TMNa TemnepaTypbl )a3oBbIX nepexofos (Habop CO TK)
CO 12005-2022/T'CO 12007-2022.

MpakTuyeckas 3HaYMMOCTb MOJTYHEHHbIX PE3yJbTa-
TOB NO3BOJIAET PACLIMPUTL BO3MOXHOCTb YCTAHOBIIEHUS
W KOHTPONA CTabUNbHOCTU KannbpOBOYHON 3aBUCUMOCTY
CPeACTB U3MEPEHWU TepMOrpaBMMETPUYECKOr0 aHanusa,
a TaKkXXe NOBbICUTb NPELM3NOHHOCTb U3MEPEHUI TemMnepa-
Typbl Kiopu pasnnyHbixX BELLECTB U MaTepuanos.

bnarogapHocTi: 370 MCCNea0BaHME He NoNy4ano gu-
HAHCOBOI NOLAEPXKN B BUAE rPaHTa OT Kakoin-nn6o op-
raHn3aLmy rocysapcTBeHHOr0, KOMMEDPYECKOTO UK He-
KOMMep4Yeckoro cektopa. Bce mamepenns npoBojm-
NUCb C ucnonb3oBaHnem o6opynosaHus Oryn «BHUNM
um. 1. V. MenpgeneeBa».
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