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NCCJIEJOBAHUE IIJTABJIEHUA 1 RPUCTAJIJINSAITIN CIIJTABA
Cu - P HA YHUBEPCAJIBHOM BARYYMHOM BUCKRO3SNMETPE
C IIPUMEHEHUEM TEPMUUYECKROI'O AHAJIN3A
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IIpy msy4eHUM CBOMCTB CIIJIABOB IIPH BBICOKUX TeMIIEpaTypaxX IIMPOKO IPUMEHTIOT METOIbI
muddepenuanbHOro Tepmudeckoro ananusa (JITA) u usmepenus BI3KOCTH paciuiaBos. Hc-
ciepoBasu obpasiel ciiasa Cu — 7,3 % P ¢ moMoInsio crieruaansupoBaHHOM YCTAHOBKH, KO-
TOpas B OTJIMYKE, HAIIPUMED, OT OMHOHUTEBOTO BUCKo3uMeTpa IIIBuakoBckoro BrIOUama 6u-
(brApHBI TOIBEC HA TEPMOIAPHBIX IPOBOJIoKax. Crucrema Ha GUMIIITPHOM HOBECE TI03BO-
JISIIA UCTIOIB30BATh TEPMOIIAPY B KOHTAKTE C TUIJIEM, YTO OOECIIEYUBAJIO HEIIOCPEICTBEHHOE
HM3MEpeHHe TEeMIIEPATyPhI THIJIS C UCCIELyeMbIM 00pasIioM (IT0 aHAIOTUH C U3MEPUTEIBHON
xioBetoi B Meroze JITA). B kauecTse Tepmoniapbl CpaBHEHUS UCIIOIB30BATIN PETYIUPYIOLLYI0
TepMOIIapy, PACIOIOKEHHY0 BOIM3H BUTKA OU(HIAPHOrO HArpeBaTeis M IPUHYIUATEIHHO
TIOJIJIEPKUBAEMYIO PETYJIATOPOM TEMIIEPaTyphl B PEKMME HATPeBa € 3a[aHHOU IIOCTOSHHOU
CKOPOCTHI0. [TOCKOIBKY /7Is1 TEPMUYECKOTO aHAIH3a HeOOXO0IUM JIMHEHHBIH HArPeB ¢ ITOCTOSH-
HOM CKOPOCTBHIO, 8 BA3KOCTH OOBIYHO M3MEPSIOT B CTAIMOHAPHOM (PABHOBECHOM) PEKUME C
JUIATEbHBIMEA BBIIEP/KKAMU TIPU KAKIONM TeMIIepaType M3MEPeHUsi, BBIIOIHUINA CEPHIO
olpenesIeHui BA3KOCTH B JUHAMUYIECKOM PEsKUME CO CKOpocTsMu Harpesa 1, 2, 3 u 5 °C/mun
(mprraém cxopocru 1 u 2 °C/MUH IPUMEPHO PaBHBI CPEIHEN CKOPOCTH HArPEBA [PH CTAIHO-
HAPHOM PEKHUME C BBIIEPIKKAMY). ¥ CTAHOBUJIN, YTO IIPU U3MEPEHUAX B JUHAMIIECKOM PEIKH-
Me €O CKOpoCTAMH Harpesa 110 3 °C/MUH KPUBbIE BIA3KOCTH COBIAIAIOT C JAHHLIMU H3MEPEHUH
B CTAIIMOHAPHOM PEKUME, a Pe3yIbTaThl TEPMUYECKOTO aHaIu3a (SKCIIepUMEeHTAIbHAS yCTa-
HOBKA) ITOJIHOCTHIO cornacyiores ¢ manubivu [l TA (yeramoska STA 409). s uccnemyemoro
CIUIABA ONPENENISIN TaKKe JIoTapu(PMUIecKnii fekpemMenT Komebauunii. [lo-Bumumomy, u 3a-
JIEP:KKY pOCTa IeKpeMeHTa B Hauajle IUIABJIeHUA, U Pe3KUi CIa]| IIPX KPUCTAIIH3AI[IN MOXK-
HO 00BsICHUTD 3)PeKTOM OJIOKHUPOBKN CBOOOIHOIO TEUEHUS JKMIKOM KOMITIOHEHTHI paciriaBa
TBEPABIM OCTOBOM C GOJIBIIIEH TEMIIEPATYPOU ILIABIEHS.

KaroueBsie cioBa: jorapuMUIecKuil JeKpPEeMeHT; BI3KOCTh; IJIABJIEHUE; KPUCTAIUIN3a-
s, qudpepeHITHATBHBIN TEPMITYECKIH aHAIN3; TBEPBIA JeHIPUTHBIA KapKac.
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STUDY OF MELTING AND CRYSTALLIZATION OF Cu - P ALLOY
USING A UNIVERSAL VACUUM VISCOMETER AND THERMAL ANALYSIS
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Methods of differential thermal analysis (DTA) and measurement of the melt viscosity are widely used
in studying the properties of alloys at high temperatures. We have made an attempt to combine those
two complementary methods of research. In contrast to the single-stranded Shvidkovskii viscometer, a
bifilar suspension on two thermocouple wires is used in the proposed construction of the installation.
The system based on the bifilar suspension provides using thermocouple in contact with the crucible
with a sample, thus ensuring measurements of the crucible temperature like the measuring cell in
DTA. The adjusting thermocouple located near the coil of a bifilar heater is used as a reference thermo-
couple. Since thermal analysis requires linear heating at a constant rate, and the viscosity is usually
measured in a steady-state (steady-state) regime with long exposures at each measurement tempera-
ture, a series of dynamic viscosity determinations with a heating rate of 1, 2, 3 and 5 °C/min is carried
out, the heating rates of 1 and 2 °C/min being approximately equal to the average heating rate under
steady-state conditions. It is shown that when measuring in a dynamic mode at a heating rate up to
3 °C/min, the viscosity curves coincide with the measurement data in a steady-state mode, and the re-
sults of the thermal analysis (experimental setup) are consistent with the data of DTA (STA 409 setup).
Results of measuring the logarithmic decrement of vibrations for Cu — 7.3% P alloy and data of thermal
analysis are presented. Data of thermal analysis obtained on our experimental setup coincide com-
pletely with the DTA results obtained on a STA 409 unit. A model experiment carried out to explain
the delay of growth of the logarithmic damping decrement at the beginning of melting and sharp de-
crease at the beginning of crystallization indicates to the effect of blocking free flow of the liquid melt
component by the solid skeleton having a higher melting point.

Keywords: logarithmic decrement; viscosity; melting; crystallization; differential thermal analysis;

solid dendrite skeleton.

Ja usygeHus mpoIeccos, MpOTEKAIONINX IPH IL1aB-
JIEHWW ¥ KPUCTAJIM3AIWH METaJJIOB W CILIABOB,
[IAPOKO TPUMEHAIT MeTon AuddepeHInaIbLHOTO
tepmuueckoro ananusa ([[TA), ocHoBanHbBIM HA U3-
MEepeHUH Pa3HOCTHU TEMIIEPATYpP ABYX KIOBET, OfHA
M3 KOTOPBIX C MCCIIeIyeMbIM CIJIABOM, & BTOpPAs —
obpaser 17151 cpaBHeHUs. Pe3ynprar nucmonb30BaHus
OTA — remmeparypHble WHTEPBAIbI TOIUMOPX-
HBIX TIPEBPAIEHNUH U IaBIeHUI-KPUCTAIH3AIHH.

[MpuHIUIIMATEHO WHOH TOAXOJ, YYBCTBUTEIb-
HBIH K IIEPEXOy TBEP0e TeI0 — KUIKOCTh U, Cle-
OBATEIbHO, IO3BOJIAIONIAA M3y4aTh IMPOIECCHI
IJIABTEHUA W KPHUCTAIHU3AIUKA, — MEeTON 3aTyxa-
IOIUX KPYTWIbHBIX KOJeOAHWH THIIA C AHAJH-
3UPYEMBIM CILIABOM (METOJ M3MEepEeHUs BA3KOCTH).
3aryxaure Kojae0aHWi TUTIA 3aBHCAT OT MAacCChI
JKMKOCTH TIPH IUIaBJIE€HUM 00pasiia, 4To JaeT BO3-
MOKHOCTh HAGII0aTh MPOIeCC ILIABIEHUS BILIOTH
10 TIOJTHOTO €T0 3aBEPIIEHMU 10 YBEeINIEHHI0 BA3KO-
cru (vau TorapuMUYEcKoro pexpemenTa) [1].

[lens paborsl — u3aMepeHne BI3KOCTH PACILIABA
C OJHOBPEMEHHBIM IPOBEICHUEM TEPMHUYECKOTO
aHammsa odpasia.

Hcnonb3oBanu ycraHoBKYy (pmc. 1), KoTopas B
orsmane ot Buckosumerpa llIBuakoBckoro [2] BKIIO-
yaia 6uUISPHBIN TIOBEC, COCTOSIIUHA U3 IBYX TEp-
MoOIapHbIX mpoBosok BP-5/20 mmamerpom 0,1 MM
[3, 4]. Ilpubop KaauOpPOBAIH IO BA3KOCTH THUCTHII-

JUPOBAHHON BOABI U AIlETOHA IIOAO0OPOM IIapamer-
poB moxBeca u K03 pUITIEeHTa YCUIEHUI EMKOCTHO-
ro JaTYNKA KPYTHIHLHBIX KOJIEOaHMI.

Budunsapusiii mogsec mO3BOJAT HUCIOIH30BATH
TepMOIapy B KOHTAKTE C THUIJIEM, YTO 00eCIIeunBaso
H3MepeHHue TeMIlepaTypbl AHA THUINIA C HCCIENy-
eMbIM 00pasioM (II0 aHAJOTUHM C HU3MEPUTENIHHOH

Puc. 1. Cxema ycraHoBKH (BHC- 4
Ko3umerpa): I — IITOK BaKyyM- _!E 2
HOTO BBOZIA; 2 — BEPXHUH y3em
mojiBeca ¢ HATIKHbIMEH Oapaba-
HaMH; 3 — HUTH OUQUIAPHOTO 3|
nonBeca; 4 — HWKHUH y3en
moziBeca Ha KepaMHIeCKOM IIITO-
Ke; 5 — MonubmeHoBasd KOp3uHA

I IIOMEINEeHWs THIJIA, 7 — 15t 13t 16
npoba; 6, 8 — Tepmomapsl Ha |12 12
KpBIIIKe U qHe Turid; 9, 10 —
pe3epBHag U peTyaupyoIasd
TepMmomiapel; 11 — [IBYXCEKIIH-
OHHBIN OUUIAPHBIA Harpesa-
TeNb; 12 — KPOHIITEHH TaTIYUKA
KonebaHWil M CHCTEMBI pacKad-
ku; 13 — tpaBepca; 14, 15 — 06-
KIagKyA JaTdhKa KOoJIeO0aHUU u
KaTyIIKa packKadyku; 16 — ora-
JIOHHBIH IPy3
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Puc. 2. Pesynwrar J[TA (a¢) u TeMnepaTypHbie 3aBUCHMOCTH
smorapudmudeckoro gexpementa u AT (6) 1yist 06pasiioB 103B-
rexruyeckoro cruiasa Cu — 7,3 % P

KioBeToii B ycraHoBkax ana J[TA). Tepmomapoi
CPaBHEHHUS CIY}KWIa PeryJupyom@as TepMonapa,
pacronokeHHas BOMM3KM BUTKA OHUPUISIPHOTO HAa-
rpeBareis.

Hccnemosamu obpasmsr cruiaa Cu — 7,3 % P
IIpu TepmuueckoM aHamu3e HEOOXOMUM JIMHEHHBIH
(c IOCTOAHHON CKOPOCTBIO) HArpeB 00pasma, Bs3-
KOCTh OOBIYHO HU3MEPSIOT B CTAI[HOHAPHOM (PaBHO-
BeCHOM) pexruMe C JJIUTEeJIbHBIMU BbIJIEPKKAMUA IIPU
KayKJI0H TeMIieparype u3MepeHus. JT0 TpedyeT Ipu-
BeJleHUs NPOObI B COCTOSHUE TEPMOAMHAMHYECKOTO
paBHOBecHs, a Takxke ee 60aboi Macest (10 T u 60-
siee). BBITOMHUIN CEepHI0 M3MEpPEeHUH BA3KOCTH CO
cxkopoctamu Harpesa 1, 2, 3 u 5 °C/mun (mpuuem
cxkopoctu 1 u 2 °C/MHUH TPUMEPHO PaBHBI CPeIHEH
CKOPOCTH HarpeBa IIPH CTAI[MOHAPHOM peKIMe).
Ilomyunnu, 9uTo TpuU W3MEPEHHUAX B JUHAMUKE CO
cxopoctamu 10 3 °C/MuH KpuBbIe BA3KOCTH COBIIAIA-
I0T C pe3yJIbTaTaMy II0 KIaccudeckoMy crocoly. Pe-
3yJIbTaThl 00pabaTHIBAIN C UCIIOIH30BAHUEM CIIEIIH-
JIbHOTO TTPOTPAMMHOTO0 obecreuenws [4, 5].

Tax kax rIaBIeHne U KPUCTAIIH3AIINS IIPE/II0-
JaraloT OJHOBPEMEHHOE CyIIeCTBOBAaHUE TBEPAOU U
KUIKOM pas (Macca KHUAKOCTH B KAMKIBIM MOMEHT
HEW3BECTHA, M3BECTHA TOJIBKO IIOJNHAI Macca IIpo-
0bI), pacuer BI3KOCTH HA HAYAIBHOM JTalle ILIaBje-
HUA HEKOPPEKTEH, II03TOMY OIIpPeesIsaau JIoTapud-
MUYECKUH JEKPEMEeHT 3aTyXalolnX KoIeOaHu.
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Puc. 3. 3aBucumocrts sorapuMuyecKoro AeKpeMeHTa 3a-
TyXaHWsa KoJieOaHWH OT O0IIed BBICOTHI MPOOBI (BI3KOCTH
BOJBI COOTBETCTBYET TAOIMYHOMY 3HAYEHHIO MPH JAHHBIX
YCIIOBHSX)

Ha pwuc. 2 mpeacrasnens: pesyabrater J[TA
(ycranoBra STA 409, macca ob6pasiia — 0,024 r, cko-
poctb HarpeBa/oxnaxnenus — 20 °C/mun), Tem-
rmepaTrypHble 3aBUCHMOCTH JIOTAPU(MHUUECKOTO Ie-
KpeMeHTa 3aTyxaHus Koiebanuii (Kpusble 3, 4) u
PasHOCTH TeMIIepaTyp THUIJIA U peryupyouei Tep-
Morapb! (kpuBbie 1, 2) (sKcriepuMeHTaIbHAS ycTa-
HOBEKa, mMacca obpasma — 5,83 r, ckopocTu Harpe-
Ba/oxnaxnenusd — 2/3 °C/mMun).

Bunso, uro B ciyuae JITA (cm. puc. 2, a) Havaio
MJIaBJIE€HUA DBTEKTUYECKON COCTAaBIIAIONIEN ITPUXO-
nurcs npuMepno Ha 710 °C. Bmecre ¢ Tem okoHua-
HHe ILIABJIeHHUA H30BITOYHOTO TBEPIOr0 pacTBoOpa
Mens — pocdop SBHO He mpociexuBaerca. Ha xpu-
BOHM OXJIQ/KJEHUS XOPOIIIO BHIHO HAYAIO KPUCTAI-
mu3anuu TBepaoro pacreopa (~772,5 °C) u sBTexTH-
ku (709,8 °C).

Ha rpadurax nmexpemenTa saTyxauus Komieba-
HHH TUIJIS W PasHOCTH Temieparyp (cM. puc. 2, 6)
Hauaja 1wiaBieHus u kpucraummsaruu (AT) He-
CKOJIBKO CMEIIeHbl OTHOCHTENIHHO pe3yJabTara IIo
HOTA. OrmeTnm, 9TO UX CpefHee 3HAYEHNE COBIAA-
eT ¢ KOHTPOJBbHBIM, & CMellleHue 06yCI0BIEHO, CKO-
pee Bcero, 607bIII0# Maccoi obpasua. B ocranbHOM
PasHOCTh TeMIepaTyp BeJeT cebs aHATOTHIHO KJac-
cuueckomy JITA, mpudeMm mpw MOJHOM pacIlIaBe-
HHUHU IPoObI (CyAsa II0 MAKCHMyMy IeKpeMeHTa) Ha-
kioH KpuBoi AT meHsercs.

I'maBHOE B TeMmepaTypHOM HOBEIEHUH 3aBUCH-
mocreit AT u fexpeMeHTa — HaYauo pocTa JeKpe-
MEeHTa OTCTaeT OT Hadaja ILJIaBJeHHd, OoIIpenesae-
Mmoro 1o rpacdury AT. M3menue nexpemMeHTa 3atyxa-
HUA KOJIe6aHPIfI TUTJIA IMEJIUKOM OIIpeaesjsaeTCsa Ha-
araueM KuAKou (assl. KomebaHusa TUIIS IpUBOAAT
K MEKCIOMHOMY TPEHWIO B JKUIKOCTH U COOTBETCT-
BYIOIIIEH TUCCUTIAIINH SHEPTUH KPYTHIBHBIX Kojeba-
uuii. Yem 0oJblile JKMIKOCTH, T€M OOJIbIIE IIOTEPHU
SHEPTHUH U 00JIbIE IeKPEeMEeHT 3aTyXaHus, YTO U Ha-
OsrogaeM mpu mwiaeieHnn. JKuIKOCTh, HAXONAIIAACT
B MEXICHAPUTHBIX IIPOMEKYTHAX, HE IIPUBOAUT K
nuccunanuu sHepruu. MexcioiHoe TpeHne Xapak-
TEPHO TOJBKO JJIT «CBOOOIHOM» MKHUIKOCTH, YTO Tpe-
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0yeT HAKOILUIEHHUs OIPENEeIEHHOTO KOJIMIeCTBa KU/ -
KOM (pas3hl U BBHIBHIBAET COOTBETCTBYIOIIYIO 3aJ€P:K-
Ky pocTa IeKpeMeHTa 3aTyXaHus.

Ananoruunbiii 93(PeKT uMeeT MECTO U Ha KPH-
BBIX OXJIAKIeHUSI. B mepeoxmamIeHHOH KUTKOCTU
HaYWHaAEeTCAd CIIOHTaHHasd KpPHUCTAJJIN3allusi I/I36]':>I-
TOYHOTO TBEPAOro pacrBopa Menb — ¢ocdop, UTo
IIPUBOIUT K OOpPA30BAHUIO CBS3AHHOU AEHIPUTHOMH
PpeleTKu, KoTopas GJI0KHPYyeT MEKCIONHOe IBUIKe-
HHE BBTEKTHYECKOH kugroctu. CoOTBETCTBEHHO,
IEeKPEeMEeHT Pe3K0 YMeHbIaeTcs 6e3 Kakou-i1ubo 3a-
nep:kku orHocuTenbHO AT, (puKCHpysd MOMEHT HAYa-
Ja KpUCTAIIu3anuu. TakuM o6pa3oM, KOIHIECTBO
9BTEKTHUYECKOH KUIKOCTH HEe MEHAETCH, HO ee IIPo-
siBJIeHHe OJOKHUPYeT 00pasyroIIuica TBePAbIN JeHI-
PUTHBIN KapKac.

IloBenenue nexpemeHTa mpU HArpeBe 00YCIOB-
JIEHO KOHKYPEHIIHEH JByX MPOIIECCOB: YBEIUMIEHUEM
KOJIMYEeCTBA JKUIKOM (pashbl (OCHOBHOH BKJIAMI B 3aTy-
XaHue) W CHUIKEHHEM BA3KOCTH paciliaBa BCIE[-
cTBUe HarpeBa. [1o 3aBepineHny mIaBIeHus ocTaeT-
Cs TOJIBKO TEMIIEPATYPHOE CHIKEHHE BABKOCTH H,
COOTBETCTBEHHO, IeKpEeMEeHTa 3aTyXaHusd, T.e. Iepe-
rub Ha KPUBOHU JEKPeMeHTa C BBIXOJAOM Ha HKCIIO-
HEHITHATIBHYIO 3aBUCHMOCTh YKA3bIBAET HA TeMIle-
paTypy JTHKBHIyCA JaHHOTO CILIABA.

[amee mpoBenu MOJEIbHBIH OIBIT. B CTEeKIAH-
HBIU [UIHHIPAYECKUH THTelIb 100aBHIN HIpody Cy-
XOro mecka BbIcoTOM 1,6 cm (macca 7,86 r), Ha mHO
TUIJIA C IIOMOIIBIO IIIIIPHUITA — BOAY OTAEJIbHBIMU
nopuuamu. Ha puc. 3 mpuBeeHbI 3aBUCUMOCTH Jie-
KpeMeHTa KOJebaHuU OT OO0I[eil BBICOTHI IIPOOHL.
Bunso, uyto npu mob6aBieHUM BOABI AEKPEMEHT He
yBeaIn4duBaeTCA BILJIOTH OO0 IIOJTHOTO CMa4YuBaHUA
IecKa 10 Bcel TOoJIIe. 3aTeM OH PaCTeT IPOIIOPIIHO-
HAJBbHO TOJIIIHHE CJIOSI BOABI HAJ IIECKOM.

Takum o6pasoM, HpOBeJeHHbIE HCCIETOBAHHUA
IIOKasa/id, 4TO CYIlleCTByeT IIPpHHIUIINaJIbHAasaA BO3-
MOKHOCTH IIPOBEJEHUS TEPMHUYECKOTO aHalIn3a
OTHOBPEMEHHO C W3MEpPEHHEM BA3KOCTH Ha OIHOU
YCTAHOBKE. §CTAHOBUJIN, 4YTO OCHOBHBIE 3TaIlbl
IUIABJIEHUA ¥ KPUCTAJIU3AIUN [TO9BTEKTHIECKOTO
ciasa Cu — P (mo kpuBbiv AT u sorapudmMudecko-

ro JOeKpeMeHTa 3aTyXaHWd) B3amMOcBa3aHbl. Ha-
O/romaeMyo 3aepiKKy pocTa Jorapud)MHUIECKOro
IeKpeMeHTa 3aTyxaHusd KojiebaHuil B Havase IIaB-
JIEHUWS W PEe3Kuy CrIaj B HAYANe KPUCTAIHU3AIINM,
BEPOATHO, MOKHO OOBICHUTH d(pheKToM OGIOKHUPOB-
KU CBOOOMHOTO TEUYEHUA KUIKOU KOMIIOHEHTHI Pac-
IUIaBa TBEPIbIM OCTOBOM C GOJIBIIIEH TeMIIePaTypPOi
IIJIaBJICHUA.
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