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AHHoTauus. PaccMoTpeHbl BONPOCh! COrNIaCoBaHHOCTUN PE3YNbTaToOB MEKAYHAPOAHbIX CIIMYEHUI U 9KBUBANEHTHOCTW HALMOHAMbHbBIX
3TarioHOB, COBEPLUEHCTBOBAHNS METOAOB peanu3auny OCHOBHbIX pPenepHbIX TOYeK 3aTBepheBaHns metannoB MexayHapoaHou
TemneparypHou wkansl MTLLU-90. OnpegeneHsl ABa UCTOYHUKA HEONPEAENEHHOCTN 3HAYEHUS TEMMNEPATYPbI MNPV peanvaaLim penepHbIX
ToYeKk 3aTBepaeBaHNs MeTanmoB. NpoBedeHbl 9KCMEPUMEHTbI MO UHULMMPOBAHWIO BHYTPEHHEN rpaHuLibl pasgena Mexay XugKown
1 TBEPAOM hasamu meTanna, UCCrefoBaHO BUSHWE YCMOBUA UHULIMMPOBAHUS Ha CTPYKTYPY FPaHuLbl U M3MEPEHHOE 3Ha4YeHue
TeMnepaTypbl B A4enkax penepHbIX TOYEK antoMUHNS 1 UHAUS. PaccMoTpeH BOMPOC O KOPPEKTHOCTU OLIEHOK BNUSIHUSI MPUMECEN No
3aKOHOMEPHOCTAM AN eAWHCTBEHHOW HapY>HOWM rpaHuLbl KpUCTanmsaumm, ABWMKYLLENCA OT CTEHOK TUMS K ero LeHTpy. AHanus
KPVBbIX 3aTBepAEBaHUS, MOMyYEHHbIX MPY PasHbIX YCIOBUAX MHULIMMPOBAHWS, NMO3BOMUI ONPeAennTb KPUTEPWIA CNIOLLHOW BHYTPEHHEN
rpaHuLbl pasgena as v ycnosus hopMMpoBaHNS Npy MEANEHHON KpucTanimaaumm Metanna TonMbKO HapyXHOWM rpaHuLbl pasaena
a3 6e3 06pa3oBaHNA BHYTPEHHEN rPaHMLibl. [onyyYeHHbIe KpUTEPUI NO3BOMSAT METPONOTMYECKUM MHCTUTYTaM BbIGMPaTh KOPPEKTHbIE
YCMOBUS MHLMMPOBaHWSA BHYTPEHHEN rpaHunLbl pasgena a3 npy ncnonb3oBaHUM pa3HbiX KOHCTPYKLIMIA S4EEK 1 HarpeBaTenen.
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Abstract. The consistency of the results of international comparisons and the equivalence of national standards, improvement of
methods for the realization of the International Temperature Scale ITS-90 main fixed points of metals freezing are considered. Two
sources of uncertainty of the temperature value during realization of metals freezing fixed points have been determined. Experiments
on the initiation of the inner interface between the liquid and solid phases of the metal have been carried out, the effect of the
initiation conditions on the interface structure and measured temperature value in aluminum and indium fixed points cells has been
investigated. The question of the correctness of the impurities influence estimates according to the laws for the only outer interface
moving from the crucible walls to its center is considered. Analysis of the freezing curves obtained under different initiation conditions
allowed determining the criterion for the presence of a continuous inner interface and the conditions for the formation of a single outer
interface during slow crystallization of the metal without the formation of an inner interface. The obtained criteria will allow metrological
institutes to choose the correct conditions for the initiation of the inner interface when using different designs of cells and heaters.
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BBepeHue. [1Ba MCTOYHWMKA HeonpenenéHHocTU 3Have- pe3ynbTatbl MEeXAYHapOAHbIX CIMYEHUA U 3KBUMBANEHTHOCTb
HWUS TemMnepaTypbl NpU peanu3aunn penepHbIX ToYek 3aTBep- HauMoHarnbHbIX aTanoHoB. O6a NCToYHMKa HeonpeaenéHHOCTH
[EeBaHWs MeTanmnoB NPakTUYECKU MOMHOCTbIO OnpeaensitoT 06yCroBreHbl HAaNUYMEM B siYelike AN peanusaunmn penepHomn
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TENNO®U3INYECKME NSMEPEHUA

TOYKM TOHKOTO LMNUHOPUYECKOro Cros MeTanna ¢ pasBuTbiMn
NOBEPXHOCTAMM TennoobMeHa ¢ HarpeBaTenem v NaTUHOBbLIM
TepmomeTpom conpoTtuBneHus (MTC), a Takke OAHOBPEMEH-
HbIM DOpMMPOBaHMEM ABYX rpaHuy, pasgena a3 — BHYTpeH-
HEeW 1 Hapy>KHOWN.

[MepBbIi UICTOYHUK HEONPEAENEHHOCTN — PACXOXOEHNE MEX-
Ay V3MEpPEHHbIMW 3HAYEeHUSAMU TemnepaTypbl penepHbIX TOYeK.
PacxoxaeHne BO3HMKaeT U3-3a UCMOMNb30BaHNS PasnuyHbIX Me-
TOAOB MHULUMMPOBAHUSA BHYTPEHHEN rpaHuubl pasgena das Ha
NOBEPXHOCTM TEPMOMETPOBOrO KaHana n OTCYyTCTBUSA KpUTEpUS
BblbOpa meTofa (hopMMPOBaHNS CNIOLLHOW (3aBEPLUEHHOW) BHYT-
peHHen rpaHuubl. Mpu He3aBEPLUEHHOCTY BHYTPEHHEW rpaHnLb
MNMTC nokasbiBaeT OCPeAHEHHOE 3HA4YeHVe TemnepaTtypbl ABYX
rpaHuy, (BHYTPEHHEN N Hapy>XHOW), YTO BHOCUT AOMONHUTENb-
Hble VCKaXxeHus B pesynbTaT uamepeHus. PekomMeHAoBaHHble
KoHcynstatveHbIM komuteToM no TepmomeTtpumn (KKT) metoauku
peanu3auny OCHOBHbIX penepHbIX Tovek MexayHapogHow TeM-
nepatypHow wkansl MTLU-90 TpebyoT nHMUMMPOBaHNSA BHYTPEH-
Hen rpaHuubl pa3gena gas npy peanvsauum To4ek 3aTBepaeBa-
H1s meTannos [1, 2]. [laHHas rpaHuua cymMTaeTcs cTabunbHON,
€€ n3aMepeHHasi Temnepartypa npuHMMaeTcs 3a TemnepaTypy pe-
nepHon To4kn. OgHaKo HaKOMMEHHbIN OMNbIT peannsauun ToYek
3aTBepAeBaHVs MeTannoB ¢ UHULMUPOBAHMEM BHYTPEHHEN rpa-
HUUbI pa3gena gas nokasarn, YTo pekoMeHAOBaHHas MeToanka
He SBNAeTCH yHVMBepCanbHOW, MOCKOMbKY pe3ynsraT n3MepeHus
3aBMCUT KaK OT MeToda MHULMNPOBAHUS, TaK U OT KOHCTPYKTMB-
HbIX 0COBEHHOCTEN AYENKN, NeYn 1 TEMMOBOro pexuma. Lienbto
VHLMNPOBAHNS SABMSETCS MOMyYeHne CrnoLHON BHYTPEHHEN
rpaHnupbl, KOTopas MoOXeT obecneymTb MOCTOSHCTBO Temnepa-
Typbl B TEPMOMETPOBOM KaHare B TeYeHue NPOAOIKUTENBHOrO
npomexyTka BpeMeHu (06bI4HO okono 20 % obuier Nnpoaomku-
TeNbHOCTU MpoLecca 3aTBepaeBaHus).

BrnusaHvue npumecen B meTtanne siBNsaeTca BTOPbIM NCTOYHU-
KOM HeomnpeAenéHHOCTM TemnepaTypbl PENepHON TOYKMU, BHO-
cAWMM Hanbonblnin BKNaa B 6104KeT norpeliHocTen. PacyéT-
Hble MeToAbl onpeaeneHuns BnuaHusa npumecen (SIE — Sum of
Individual Estimates n OME — Overall Maximum Estimate), pexko-
MeHAOBaHHbIE B [2], OCHOBaHbI Ha 06LLMX 3aKOHOMEPHOCTAX 06-
YCNOBMNEHHbIX NPUMECAMU N3MEHEHWNI TemnepaTypbl haszoBoro
nepexoga. OTv MeTOAbI NpeAnonaraiT He3aBncMmMoe BNnsgHue
KaXX[on npumecu Ha TemnepaTypy pPenepHow TOYKW, 3HaHue
3aBUCMMOCTM TemnepaTtypbl a3oBOro nepexoga OT KOHLEH-
Tpauumn Kaxxaon n3 npuMecen 1 KOHUEHTpauum BCex npuMmecen
B MeTanne. OgHako Heobxoaumble ANA pacyéTa CnpaBOYHble
3Ha4YeHNs HaKMoOHOB KpMBbIX NUKBMAYCA B ha3oBbIX Auarpam-
Max OObIYHO M3BECTHbI ANA KOHUEHTpauun npuMecen, 3Hauu-
TenbHO MPEBbLIWALWMX UX COAEpPXKaHWe B NPUMEHSEeMbIX Me-
Tannax. MiccneposaHus [3—5] nokasanu, 4To He BCe NpuMMecH
y4acTBylOT B (DOPMMPOBaHMM rpaHnLbl pasgena gas n BnusaoT
Ha eé TemnepaTypy. QKCnepuMeHTanbHble MeToabl [6—9] nos-
BOMNSAT OnpeAensaTb CyMMapHbIn 3MeKkT BNMSHUA npumecen
B pearbHbIX YCNOBUAX U He TpebyoT CNpaBOYHbIX AAHHbIX, MO-
3TOMYy MPUMEHEHNEe W3BECTHOW 3aKOHOMEPHOCTU M3MEHEHWs
TemnepaTtypbl rpaHuubl pasgena gas oT [Onu XUAKon (TBEp-
Aow) dasbl K aHanu3y aKkcnepumeHTanbHbIX KPpUBbLIX npolecca
MeAeHHON HanpaBrneHHON Kpuctannusaumm ¢ obpasoBaHuem
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TONbKO HapPY>XHOW rpaHnLbl pasgena gas, ABMXYLLENCS BHYTPb
OT CTEHKM TUMS, BbIMMAANT NPEANOYTUTENbHBIM MO CPAaBHEHMIO
C pacyétHbiMn MeTogamu. OpgHako ycnoBusi hopMupoBaHus
€[VIHCTBEHHO Hapy>XHOWN rpaHunLbl TOYHO He onpeaeneHbl.

OKBUBANEHTHOCTb HaUMOHambHbIX 3TanoHOB onpeaenseT-
¢4 cnuyeHnem nokasanun MNTC npu peanu3aumm To4ek 3aTBep-
AEeBaHUsA MeTannoB C MHULUUPOBaAHUEM BHYTPEHHEN rpaHuLbl
pasgena ¢as, TemnepaTypa KOTOPOW NPUHUMAETCS 3a Temne-
paTypy penepHomn Touvku. Kak u B criyyae OUeHKN eQnHCTBEH-
HOCTW HapPyXXHOWN rpaHunLbl, KpUTEepUn obpasoBaHns CNOLLHOWN
BHYTPEHHEN rpaHulbl oTCyTCTBYET. B naHHom paboTte caoenana
nonbITKa HaWTW YCNOBMA MEANEHHOW KpucTannmsauun metarn-
na, nNpy KoTopbix hopmupyetcs nubo cnnowHas BHYTPEHHNASA
rpaHuua pasgena ¢as, nubo TonbKO HapyxHas rpaHuua 6es
obpasoBaHua BHyTpeHHeln. [na onpepeneHus ycnosun 06-
pasoBaHWSA B XO4€ MHULUUPOBAHWUA CMNIIOLIHOW BHYTPEHHEWN
rpaHuvLbl U ONpefeneHns Kputepus e€ 3aBepLUeHHOCTN aBTopbI
BbIOpanu TOYKy 3aTBepAeBaHMS antoMWHUSA, KOTOPbIA Xapak-
TepusyeTcsa Hanbonbluen yaenbHON TENNOTON 3aTBEpAEBaHMUS
cpean BCeX MeTannoB, NPMMEHSEMbIX B Ka4yeCTBe penepHbIX
Toyek. [ina noucka kputepust GOPMMPOBAHUSA TOMbLKO HapyxX-
HOW rpaHuLbl 6bina BelbpaHa Toyka 3aTBepAeBaHUs UHAMWS, NO-
CKOMbKY M3-3a Marnoro 3Ha4yeHuns yaenbHOW TennoThbl 3aTBepae-
BaHMSA 1 HEOOMbLLOro NepeoxnaXxaeHnsa NHANS AN 3TON TOYKK
Benvka BEPOATHOCTb NOSIBNEHUSA BHY TPEHHEN rpaHunLbl.

3aTBepaeBaHue antMUHUS UCCregoBanm B A4erike OTKpbI-
TOro Tvna ¢ perynvpyemMbiM AaBrieHnemM ra3oBon ¢asbl. Miccne-
[OBaHve npouecca 3aTBepAeBaHNs MHANSA NPOBOAUNN B SYeliKe
13 proponnacrta-4, KOHCTPYKLMS KOTOPOW NO3BONMSAET BU3yaribHO
HabnopaTe BHYTPEHHIOW rpaHunLy pasgena ¢as Ha pasHbix cTa-
ouax 3ateBepaeBaHunsa metanna [10, 11]. KpuBble 3aTBepaeBa-
HUS PErMcTpMpoBann 3TanoHHbIM MaTUHOBLIM TEPMOMETPOM
conpotuBnenus MNTC-25.

Kputepui coopmnpoBaHus CniowHOW BHYTPEHHEN rpa-
HUUbI paspgena ¢a3. OCHOBHbIM KPUTEPMEM YCMELLHOTO MHU-
LMMPOBAHUA CMIMOLIHOW BHYTPEHHeW rpaHuubl pasgena das
OOJKHO cTaTbh Bpema ctabunusauyum nokasanun MTC nocne
BBEAEHNSA ero B TepMOMETPOBLIN kaHan. [Mpu dopmupoBaHumn
CMMOLWHOW BHYTPEHHEW rpaHunLbl Bpemsa ctabunusaumnm gomnx-
HO ObITb MUHMMAanbHbLIM M3-3a MakCMManbHOM MAowagn Ten-
NOBOrO KOHTaKTa MeXAy BHYTPEHHEW rpaHuuer u TepMoMeT-
pOM, OTCYTCTBMSI MPSIMOrO TEMIOBOrO KOHTaKkTa TepMoMeTpa C
BHELLUHEeN rpaHuuen pasgena das u nocToaHCTBa TeMnepaTypbl
B TEPMOMETPOBOM KaHane. B cooTBeTcTBMM C Teopuen Tenno-
BOW WHepuuu BpeMsi cTabunusaumym He AOMKHO npeBbiwaTb
TPEX-YeTbIpEX 3HaveHun wuHepumoHHoctn MTC. B cpeaHem
nHepumnoHHocTb MNTC coctaBngeT 2—3 MuH. [AnuTenbHasa cTa-
6unmsauuna nokasaHun NTC cBMAeTENLCTBYET O HE3aBEPLUEH-
HOCTM rpaHuubl pa3gena a3, chOpMMPOBAHHOW Ha MOBEPX-
HOCTM TEPMOMETPOBOrO KaHana u, kak cnegcteue, 0O BINSHUN
HapPY>XHOW rpaHuLbl Ha pe3ynbTaT N3MepeHus.

OKCNepMEHTbI C penepHOn TOUKOWN 3aTBepaeBaHUs antoMum-
HUS NPOBOAMMM NPU ANUTENbLHOCTAX 3aTBepaeBaHns 6; 10 v, co-
OTBETCTBYIOLLMX 3a4aHNAM TemnepaTypbl OCHOBHOMO HarpeBaTens
Ha 1,5; 0,7 K meHblle TemnepaTypbl 3aTBepAeBaHns MeTanna.
BHyTpeHHIO rpaHuuy pasgena das B A4enke ¢ anioMUHUEM
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WHULMMPOBAIM C NOMOLLbIO KEPaMUYECKNX CTEPXKHEN KOMHaT-
HOW TemnepaTypbl. bbiNy ncnonb3oBaHbl TPM BapuaHta MHULWK-
pPOBaHWS: OOUH CTEPXKEHb B TedeHne 1 MWH; ABa CTEePXKHS nocne-
[oBaTenbHO No 1 MVH 1 ABa CTEPXKHA MO 2 MUH KaXAbliA.

Ha puc. 1, a nokasaHbl HayanbHble y4acTKun KpMBbIX 3aTBep-
AEeBaHVA NOCne MHNLMMPOBaHUSA BHYTPEHHEN rpaHuLbl pa3gena
a3 AByMHA KepaMUYECKUMUN CTEPXKHAMN KOMHaTHOW Temnepary-
pbl N0 1 MWH Kaxabln (kpuBas 1) 1 OAHUM KEPaMUYECKNM CTEPXK-
HeM B TeveHne 1 muH (kpmBas 2). Ctabunumsauns nokadanum [MMTC
Ha KPUBOW 2 MPOMCXOAUT Yepes 1 4 nocne Hadana usMepeHun,
Ha kpuBon 1 — yepes 30 MuH. PasHocTb nokasaHun MTC nocne
ctabununsaumm coctasnset okono 0,5 MK. B 06oux cnyyasax non-
Hasi NPOJOIKUTENBHOCTL 3aTBepAeBaHus coctasnsana 10 .

MHnumnpoBaHme rpaHuubl ABYMS CTEPXHAMU MO 2 MUH
KaxkabIM MO3BONMIO NOMy4YnTh cTabunusaunto nokasanun MNTC
Ha ypoBHe 0,1-0,2 mK B Teyenne 10 muH (puc. 1, 6, kpusas 7).
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Puc. 1. HayanbHble y4acTku KpuBbIX 3aTBEpPAEBAHNSA antoMUHNUS nocne
VHWLMMPOBaHNA BHYTPEHHEN rpannLel pasgena das (W(T) — oTHoweHve
COMNpPOTUBMEHUS TePMOMETPa Npu n3MepseMoln TemnepaType K conpo-
TUBIEHUIO NPY TeMnepaType TPOWHOW TOYKV BOAbI):
a — [BYMSI KepaMUYeCKMMU CTEPXHAMU KOMHaATHOW TemnepaTtypbl no
1 MUH kaxabln (kpueas 1) U OAHUM KEPaMUYECKUM CTEPXKHEM B TEYEHNE
1 MWH (kpuBas 2); 6 — ABYMSI KepaMUYECKMMUN CTEPXHAMU MO 2 MUH
Kaxxabln (kpuBas 1) U OAHUM KEPAMUYECKUM CTEPXKHEM B TeveHune 1 MuH
(kpuBas 2)

Fig. 1. Initial sections of aluminium freezing plateaux after initiation of

inner interface with 2 room temperature ceramic rods for 1 minute

each (curve 1) and with 1 ceramic rod for 1 minute (curve 2) (a); with 2

room temperature ceramic rods for 2 minute each (curve 7) and with 1

ceramic rod for 1 minute (curve 2) (b); W(T) — the ratio of thermometer

resistance at measured temperature to its resistance at triple point of
water temperature
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B panbHeviwem 3Tn 3HaveHusi nokadaHunm MNMTC coxpaHanucb
B TeveHmne 10 4. PasHocTb nokasaHun MNTC npu ncnonb3oBaHum
OBYX CTEPXKHEN MO 2 MVH 1 OOHOrO CTEPXHSA 1 MuH (cMm. puc. 1, 6,
KpuBas 2) coctasnget okono 1 MK. Takoe pasnuyve B 3Ha4eHnAX
N3MEepEeHHON TeMnepaTypbl BHYTPEHHEN rpaHunLbl cnegyeT pac-
cmaTpvBaTb Kak 3HA4YMTENbHOE 1 NPy NPOBEAEHNN CUYEHWUN,
1 Npu KannbpoBKe 3TanoHHbIX TEPMOMETPOB.

Bonblwoe Bpemsa ctabunusauusa nokasanun MNTC n Gonee
HU3KMe 3HavyeHnsa TemnepaTypbl 3aTBepaeBaHus (cm. puc. 1, a)
MOTyT CBUOETENbCTBOBATb O HE3aBEPLUEHHOCTU MOMYyYEHHON
BHYTPEHHEN rpaHunLbl pasgena ¢as u, cnegoBaTternbHoO, O BNus-
HUW HapPY>XHOW rpanuLbl Ha nokasanus MNTC. BeicTpas ctabunu-
3aumsa nokasaHun MNTC, Hanbonbliee 3HayeHne TemnepaTtypsbl
3aTBepAEBaHNs 1 €€ NOCTOAHCTBO (CM. puc. 1, 6, kpuBas 1) yka-
3bIBalOT Ha hopMmpoBaHve Npu AaHHbIX YCIIOBUSX MHULUUPO-
BaHMWS CNIOLWHOW BHYTPEHHeN rpaHuubl. B atom cnyyae Bpems
ctabunusaumm nokasanumi NTC ygosneTBOpsaeT NpuBeAEHHOMY
BbilLE KPUTEPUIO YCMELIHOMNO MHULMUPOBAHUSA CMMOLHOW BHYT-
peHHel rpaHnubl pasgena gas.

Mopgo6Hble pesynbTaThl NO BAMSHUIO METOAA UHULMMPOBA-
HUSA Ha pes3ynbTaT M3MEpEeHUsa TemnepaTypbl PENEPHON TOYKM
ObINn NonyyeHbl paHee AN TOYeK 3aTBepAeBaHMs MHAMSA 1
umHka [10, 12].

YcnoBus ¢popMmnpoBaHUA eAUHCTBEHHON HapyXXHOW rpa-
HUUbI pa3gena da3 npy MeaneHHOM KpucTannusaumm metan-
na. B ocHoBe akcnepumeHTarnbHbIX METOAOB ONpeaeneHns Bnns-
HWUS MpuMecen B MeTanne Ha Temnepartypy as3oBoro nepexopa
NeXuT NpoBeAeHne MenfIeHHON HanpaBneHHON KpucTannumaa-
LuuM pacnnaBneHHoOro Mmetanna ¢ oOpMUPOBaHNEM TONbKO Ha-
PY>XHOW rpaHuubl pasgena das, ABMXYLLENCH BHYTPb OT CTEHKM
Tmrmsa. Ang metannos ¢ HebonbWUM NepeoxnaxaeHnem, Takux
KaK In, Zn, Al, MeaneHHy KpucTannmaauuio npoBogAT MOHWU-
XXeHneM Temnepartypbl HarpeeaTens OT Temnepartypbl pacnnas-
NEeHHOro MeTarnna Ao 3Ha4YeHns Huxe TemnepaTypsbl, Heobxoan-
MOW Ansi nepeoxnaxageHusa metanna. MNpu nccnegosaHum ornoea,
nepeoxnaxgeHme Kotoporo moxet 6biTb 6onee 10 K n Tpebyet
3HaYNTENBHOrO yMEHbLLEHUS TeMnepaTypbl HarpeBaTens, nuc-
nonb3yT MeTon, npeanoxeHHbin Mclaren [13]: nepemelyeHne
AYerikn C pacnnaBneHHbIM METanNoMm B BEPXHIO, bonee xonoa-
HYI0, YacCTb NeYn AN nepeoxnaxaeHus meTanna 1 Bo3BpalleHne
eé B pabouylo 30HY nocne koHua pekanecueHuuun. OgHako
B OonblwMHCTBE paboT, NOCBALWEHHbLIX BIMAHUIO MpuUMecen,
ycnosust OpMUPOBaHNS HAPY>KHOW rpaHuLbl He MPUBOAATCS.

B HacToswem mccrnegoBaHuM OCHOBHOE BHMMAaHWE Hanpas-
NEeHO Ha MepexogHbl MpPoLeCcC U3MEHEeHWs rpagueHta Tewm-
nepaTtypbl MO BbICOTE BHYTPEHHEro MpOCTPaHCTBa Neyu npu
nepeoxnaxgeHun mMetanna u ero BnvsHMe Ha obpasoBaHue
rpaHuubl pasgena gas. B HacTosilee Bpems Takme napameTphl,
KaK Temnepartypa HarpeBartens npv nepeoxnaxneHuu metarn-
na, HeobxoAamMas NPoOAOIMKMTENBHOCTL NpoLecca U BHYTPEH-
HUI rpagueHT TemnepaTypbl B Ne4y B NepexogHbli nepuog He
pernameHTVpOBaHbl Y BapbUpYOTCS nccrnegoBaTenamm B 3aBu-
CUMOCTM OT KOHCTPYKLIMM UCMONb3yEeMbIX NEeYn N SYENKN.

B Tpéx aKkcnepummeHTax Mo peanu3auuun TOYKM 3aTBepne-
BaHWA MHAMA 6€3 UHULMMPOBAHWUS BHYTPEHHEW rpaHuLbl pas-
aena das pacnnaBreHHbI MeTann BHayane HarpeBanu Ha 3 K

UsmepumenbHass mexHuka Ne 7, 2021



TENNO®U3INYECKME NSMEPEHUA

BbllLe TemnepaTypbl 3aTBepAeBaHUsA, Nocne 4Yero ero nepeox-
naxpganv npu Temneparype HarpesaTtens Ha 2; 5; 10 K meHbLue
TemnepaTypbl 3aTBepAeBaHns. KpuByto 3aTBepaeBaHns perncT-
pupoBanu npu Temnepartype HarpeBatens Ha 0,7 K meHble
TemnepaTypbl 3aTBepAeBaHNs UHAUA. HenocpeacTBEHHO Moc-
ne 3aperncTpupoBaHHOrO NepeoxnaXaeHusa metanna TepMo-
METPOBbIN KaHan nsbiManu U3 g4enkn n nonyyanu nsobpaxe-
HUe noBepxHocTH (puc. 2). Bo Bcex Tpéx criydyasx NOBEPXHOCTb
KaHana 6bina npakTUYecKkn NONHOCTLIO MOKPbITA CNOeM 3aTBep-
AEBLUEro UHAUSA Pa3HoOW NITOTHOCTM.

Mnowapka 3aTBepaeBaHns, NpuBeAEHHAdA Ha puc. 3, nony-
YeHa 6e3 MHMLMMPOBaHNSA BHYTPEHHEN rpaHunLbl, Npy 3TOM ne-
peoxnaxaeHve meTanna nposoaunu npu temnepatype Ha 10 K
MeHblue TemnepaTtypbl 3aTBepaeBaHus. [poaomKMTeNnsHOCTb
nnowaakn okono 20 4. 3aTBepaeBaHne MHANSA B TEPMOMETPO-
BOM KaHane noAareepxpaaeTcs 6bICTPbIM POCTOM TeMnepaTypbl
Ha HayanbHOM y4acTKe KPUBOM [0 3HAYEHUN, OTIMYAOLWMXCH OT
MakcumanbHbIX, He 6onee yem Ha 0,3-0,4 MK. Cnepytowmii 3a
HUM nepuoa MeANneHHOro Noabéma TemnepaTtypbl, BEPOATHO,

Puc. 2. Bua BHyTpeHHen rpaHuubl pasgena a3 HenocpeacTBEHHO

nocne nepeoxnaxaeHns metanna npu TemnepaTtype HarpesaTtensi Ha

2; 5; 10 K (cooTBeTcTBEHHO 1, 2, 3) MeHblUe TemnepaTypbl 3aTBepae-
BaHWA MHAWA

Fig. 2. The shape of the inner interface immediately after supercooling
of the metal at heater temperature by 2 (7); 5 (2); 10 (3) K below indium
freezing temperature
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Puc. 3. KpuBas 3atBepgeBaHust uHAns 6€3 MHULMMPOBaHWS! BHYTPEHHE

rpaHuubl pasgena as npu nepeoxnaxaeHun npu Temnepatype Ha
10 K MeHbLUe TeMnepaTypbl 3aTBEpAEBaHUS

Fig. 3. Indium freezing plateau without inner interface initiation;

supercooling is carried out at temperature by 10 K below freezing
temperature
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COOTBETCTBYET YMNIOTHEHUIO BHYTPEHHEWN rpaHuubl pasgena
a3 B pesynbraTe OOMNOMHUTENBHOIO BO3AENCTBUS pacTyLlen
Hapy>XHOW rpanHuLbl. [NOCTOAHCTBO MaKkcumarnbHOW TemnepaTy-
pbl B npegenax 0,1 mK coxpaHsaeTcs B TedeHue 10 4 npu obwen
NPOAOCKNTENBHOCTU 3aTBepaeBaHmsa okono 20 4. 3Tu pesynb-
TaTbl CMIOXHO MHTEPNPETMPOBATL Kak M3MepeHne TemnepaTtypbl
TONMbKO HapyXHOWN rpaHuubl pasgena das, Nno3ToMy uamepse-
Masa TemnepaTypa 3aTBepAeBaHusa OOJKHA ABMNSATLCA pesyrb-
TaTOM CYMMapHOro BMUSHUSA BHYTPEHHEN 1 HapY>XHOW rpaHuL.

[ng yTOYHEHUs NpUYMHBI NOSBNEHUS 3aTBEpAEBLUEro NHAUS
Ha kaHane 6e3 MHMLMUPOBaHUA BHYTPEHHEN rpaHulbl pasge-
na a3 npoaHanu3MpoBaH NepexofHbI MPOoLEeCC OXnaxaeHus
pacnnasneHHoro metanna, neperpetoro Ha 3 K 6onbLue Temne-
paTypbl 3aTBepaeBaHuns. C 9TOW Lienbio 3aperncTpupoBaHbl 13-
MEHEeHWs rpagveHTa TeMnepaTypbl MeXAy NonocTbio Neyn Hag
SYENKOM U TEPMOMETPOBbBIM KaHaroM SYENKN MOCIe YMEHbLLEHNS

AT, K

t, MUH

Puc. 4. ameHeHune pasHoCcTM TemnepaTyp Mexay NonocTbio Neyn Hag

SYENKON U TEPMOMETPOBbLIM KaHamnom (a); U3MeHeHve TemnepaTypbl Ha

[He TepMoMeTpoBOro kaHana (kpusas 1) u B BEPXHEWN 4acTu AYenkn

(kpuBas 2) (6) nocne CHMWXeHUs 3agaHnsa TemnepaTypbl HarpeBaTens
Ha 2 K MeHbLue TemnepaTypbl 3aTBEPAEBaAHUA UHANS

Fig. 4. Variations of temperature gradient between the furnace space

above the cell and the thermometer well (a); variations of temperature at

thermometer well bottom (curve 7) and in upper part of the cell (curve 2)

(b) after lowering the heater temperature to a value by 2 K below indium
freezing temperature
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TemnepaTypbl HarpesaTens A0 YpoBHS Ha 2 K MeHblue Temne-
paTypbl 3aTBepgeBaHusa uHand. Ons namepeHus ncnonb3oBanu
xpomenb-antomenesyto (Tun K) andpdepeHumansHyto Tepmonapy.
OpwH cnaw Tepmonapsl pa3veLlany B TEpMOMETPOBOM KaHarne Ha
YPOBHE MOMOBUHbBI €0 BbICOTbI, BTOPOW CNau — B NMONOCTU Harpesa-
Tens Ha 10 cm BbIlwe g4enkn. Hayano permcrpaumm CooTBETCTBYET
MOMEHTY CHWXKeHVS 3agaHust Temnepartypbl HarpeaTtens Ha 5 K
OTHOCUTENBHO TemnepaTypbl pacnnaBneHHoro nHans (puc. 4, a).

CornacHo puc. 4, a pa3HOCTb TeMnepaTyp Mexay npocTpaH-
CTBOM Hafd SYENKOM U CepeauHON AYEeriku M3MEHSANacb CO CKO-
poctbto 0,5 K B MuHyTYy 1 goctnrna novtn 5 K B Te4eHne nepsbix
10 MMH Nocne yMeHbLUEHNS TeMnepaTypbl HarpesaTtens, T. €. Npak-
TUYECKM COOTBETCTBOBAIIA M3MEHEHUIO ero Temnepartypbl. To 06-
YCINOBMIEHO MarnoW MHEPLMOHHOCTBIO BO3AYLUHOMO NPOCTPaHCTBa
MO CPaBHEHMIO C MHEPLMOHHOCTBIO A4erkn. [lanbHenwee ymeHb-
LUEeHWEe pasHOCTM TemnepaTyp NMPOUCXOAUNO U3-3a OXNaxAeHus
AYerikn 0O OOCTUXKEHNs nepeoxnaxaeHua metanna. Otcioga crne-
[OyeT, 4TO BO BPEMS NePEXoaHOro npoLecca 4acTb KBapLieBor 060-
noyku MTC, BeICTYNaloLWas 3a npeaerns TEpMOMETPOBOrO KaHana,
HaxoguTCa Npu TemnepaType MeHblUue TemnepaTypbl 3aTtBepae-
BaHWs. Bo3HuKaoLWMin Npu 9TOM OTBOZA, TENMOThI MOXET MPUBECTU
K MOSABNEHUIO MEPBbIX KPUCTANIOB HA MOBEPXHOCTM KaHana.

[na 6onee TouHOM oueHkn oxnaxaeHusa MNMTC B npouecce ne-
peoxnaxaeHvus UHANS B TEPMOMETPOBbLIN KaHan s4eiikn BBeAeHa
npobvpka 13 kBapLeBoro ctekna, umutupytowas MTC. BHyTpu npo-
OUpKM pacnonoxeHbl ABa NATUHOBBLIX YyBCTBUTENbHbLIX 3NeMeHTa
(kaxxgbin gnuHonM 3,5 cM 1 AMameTpoM 3 MM): O4UH 3NIEMEHT yCTa-
HOBMNEH Ha AHe NpobupKn, BTOPOW — Ha YPOBHE KPbILLKM SYENKU.
B ncxogHOM cOCTOSIHMM pacnnaBneHHbIn MeTans Obin neperpet Ha
3 K 6onblie TemnepaTypbl 3aTBEpAeBaHus. MameHeHusa Temnepa-
Typbl 9NEMEHTOB NokasaHbl Ha puc. 4, 6, Ha4ano N3MepeHns Tem-
nepaTypbl YyBCTBUTENbHbIX 3NIEMEHTOB COOTBETCTBYET MOMEHTY
YMeHbLUEHUS 3a4aHnsa TemnepaTypbl HarpeeaTend Ha 5 K.

W3 puc. 4, 6 cnepyer, 4To TemnepaTtypa 3fieMeHTa, yCTaHOB-
MEHHOr0 Ha YPOBHE KPbILKN SYerkn (KpmBasi 2), yMeHbluaeTcs
ObicTpee, YeM TemnepaTypa aneMeHTa Ha AHe kaHana. Yepes
15 MUH TemnepaTypa BEpPXHEro anemMeHTa CTaHOBUTCA MeHbLue
TemnepaTypbl nepeoxnaxaeHns metanna Ha 1 K n ganee co-
XpaHsAeTcs A0 MOMEHTa NnepeoxnaxieHus n Havana 3aTeepae-
BaHUA MHONSA. DTO M ABMAETCS MPUYMHON BO3HUKHOBEHMSA [0-
NOMHUTENBHOrO OTBOAA TEMMOTbl OT TEPMOMETPOBOro KaHana,
NPMBOAALLErO K MOABMEHNIO BHYTPEHHEN rpaHunLbl pasgena gas.

3akntoyveHue. lNpennoxeHHeln B pabote kputepui cop-
MVUPOBaHUSA CMNIIOLWHON BHYTPEHHEW rpaHuubl pasgena ¢as
B rnpouecce €€ MHMLMMPOBaHMSA NO3BOMUT OMpeaennTb OnTu-
MarnbHble yCrnoBUSA 3aTBepAeBaHWs meTanna, obecneumBato-
lMe NOCTOAHCTBO TemnepaTypbl B TEPMOMETPOBOM KaHane
B TeYeHVEe NPOJOIKMTENBHOIO NPOMeXyTka BpeMeHun. Pesynb-
TaTbl paboTbl NO3BONANT CAeNaTb BbIBOA, YTO SKCNEpPUMEHTanb-
Hble KpMBble MEeAEeHHOro 3aTBepAeBaHna MeTanna B g4enkax
penepHbIX ToYeK, NonyyYyeHHble 6e3 MHULUUPOBaHUSA BHYTPEH-
Hen rpaHuubl pasgena gas, Henb3a O4HO3HAYHO paccMmaTpu-
BaTb Kak M3MEHEHUsA TemnepaTtypbl TONbKO HapPyXHOW rpaHu-
Ubl M MCMNONb30BaTb ANs OnNpeferneHns BIUAHUSA NpuMecen.
B atom cnyyae nosiBneHne BHYTpPEHHEN rpanuubl pasgena das
00yCnoBNeHO HEKOHTPONMPYEMbIM FpagMeHTOM TemnepaTtypsbl
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no BbICOTE MPOCTPAHCTBa Haj SYEVKon B Mepuog nepeoxnax-
OEeHVs MeTanna v, kak CneacTBre, HexenaTenbHbIM oxnaxie-
Huem NTC B TepMOMETPOBOM KaHane.

Vicnonb3oBaHve MOnyYeHHbIX pe3ynbTatoB NO3BOMUT MeT-
PONOrM4YEeCKNM MHCTUTYyTam BbiOpaTb KOPPEKTHbLIN MEeToa pea-
nn3aumn penepHbiX TOYEK 3aTBepAeBaHNA MeTanmnoB Mnpu uc-
NonNb30BaHWUW Pa3HbIX KOHCTPYKLUMIA SYeeK 1 HarpeBaTenen.
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