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Abstract

Volodin N., Frolova S., Postnikov V. The cyclical thermal analysis for investigation of kinetics
phase changes. There was developed the installation for investigation of kinetics phase changes of
the first kind and chemical reactions according the method of cyclical thermal analysis, on which
there was made a series of experimental investigations on phase changes in different matters.

Cpend pa3nHYHBIX TEPMHYECKHX DPEXHMOB, HCHOIb3YEMBIX JUI8 H3y4eHHS (a3joBbIx
nmepexodoB, ocoboe MEecTo 3aHMMAlT [OEePHOJAHYECKHE MPONECCHl HJIH  TEPMOLHKIE,
oDecrneyHBarOINe €CTECTBEHHOE MHOIOKPATHOE IIOBTOPEHHE IKCMEPHMEHTa B OJHHX H TeX Xe
YCIOBHAX ¥, YTO CAMOE€ INIABHOE, OHH AaloT 3HAYHTEALHO OONBIIEE 10 CPaBHEHHIO C APYTHMH
MpoLeccaMy  KOJMHYecTBO HH(popMaluH © cBoHcTBax HecnelyeMol cucremel. HMerounnkom
HHGOpPMAIHH U H3yueHHd (Aa30BRIX NpeBpamieHHii MepRoro poja NpH TePMOLHMKIHPOBAHHE
AB/IAETCS IPYINA apaMeTpoR, XapakTepH3yIOMHX H3ydaeMylo CHCTEMY: TEMIEpaTypa IIaBIeHHs;
TeMIepaTypa KpHCTAUTH3aMH; TEMIIEPATYPa NOTHMOPMHOTO MPEBpallieH s; BeIHYHHA Neperpesa
OTHOCHTENIBHO TeMIIepaTyphl IUIaBICHHA; CTENEHb NPEAKPHCTAUIH3AHOHHOTO MepeoXIamIeH M,
CTeeHb TeperpeBa HIH [epeoXTakACHHS OTHOCHTEIRHO TEMIEPAaTyphl NOAMMOpPdHOTO
NpeBpalleHus TIpH TepMOBpeMeHHOH 00padoTKe METAIIOB M CIUIABOB; TEMIIEPATYPa CTPYKTYPHEIX
MepecTpoex B KHAKOH (aze; TENIOTa MIABIEHUA, MO0 KpHCTALIH3AINMN, BpeMs IIaBieHus anbo
KPHCTAUTH3AIMH, MHKYOAIMOHHLI [epHO 3apOKIeHHs HOBOI (aswl; BpeMs H30TEPMHUECKOH
BBRIZEPHKH, CTENeHh KPHCTATMYHOCTH; BpeMA KOAryJ/SALHH 3apojblleH; CKOPOCTH Harpesa M
OXTANICHHAA,

[Tpu wmccnemoBaHuM 3K30- H 3HHoTepMuYeckux 3¢dextoB npu (a3oBeIX NpPEBpalleHHAX
NPHMEHAEMBIMH  METOJIaMH  ABIAIOTCA  Au(depeniyManeHblii  TepMudeckui  amanui  (JITA),
nudpbeperunansias  ckanupyowas  kanopumerpus (JJCK) u 1p., mo3so/isionme KOJIH4ecTBEHHO
H KadecTBEHHO OMpEACNAThH M3MCHEHHE XapaKTepHCTHYCCKOH JHTANBLIIHMH BEUleCTBa M
TeMreparypsl (azoBex npeppainennii, OcHoBHbIe HepocTaTku MeToaa JITA misd cHeTeMaTHHeCKHX
MCCleNOBAaHMH KUHETHKM 3apojblieo0pa3oBaHus [PH KPHCTAUIHIAUMH HHIAWBHIYATLHOIO
BELIECTBA - 3TQ OTCYTCTBHE Ha AuddepeHIUANEHEIX KPHBRIX HHpoOpMauuy o0 HHKYDallMOHHOM
LEpHOJE HYKJIEallMl, CKOPOCTH B3PBIBHOH KPUCTA/UIM3ALMH M Np., & TaKiKe CI0KHOCTH mojbopa
MaTtepuana 14 stajoHa. O0HapyKeHHE COBEPUIEHHO HOBBIX TEIJIOBBIX 3(1(PEKTOB MOKHO OTHECTH
HE TOJIBKO K HCCTIeyeMOMY BEIIECTBY, HO H K "3Tanony", ocobeHHO IPH BEICOKHX TeMIIEpaTypax.

Hamu pazpabotran HOBBIA MeETOJ — LMKJIHYECKHH TepMHYECKHH aHAmH3 s H3y4eHHs
KuHeTHKH (azoBeix mnpespaumieHuii. Cymuoctes Meroma LITA 3akmouaercss B JNOCTHIKCHHH
CrelHalbHO NOJ00paHHBIM PEXHUMOM BKIFOYEHHs MM BBIKIIOYEHHS MHHHMAJIBHOIO pasjidvus B
TeMreparypax meud H obpa3na (3a CYET MHEPHHOHHOCTH medd). Tem caMHM C TOBBILICHHOM
qyBCTBHTEILHOCTEIO PErHCTPUPYIOTCS TEMIIEPATYPHI H TEIUIOTH TEPMUYECKHX npenpamennii. s
00HapyKeHHS HOBBIX 3HJO0- M 3K30TepMHYECKHX 5()(EKTOB NpOBEPANCA KaMIBIM rpagyc, nocne
4ero THIATENBHO Hece0Baics oOHapyKeHnbli (ha3oBbIH NEPEX0 IyTeM TepMOUHKIHpoBaHns. C

ITOH 11eNBl0 HHKHAA TpaHuna T Cs ,» TOAJiep:KHBaNack IIOCTOSAHHOM, a KAk LI

FliTe
['lL‘.I{.'Ji':;‘Jl}"ID].I.IHﬁ TEPMOLHKI OTJIHYAJICH OT IPCIBIOYINCTO TEM, MTO BEIKJIHOYEHHC TTEYH HpDHEBﬂﬂHJ’IH
Ha ollpe/elleHHOe BpeMs IM03Ke BPeMEeHH OTKIIIOYeHH A MeYl B NpeaklayINeM TEPMOLHKIIE, 4TO NpH
PasHBIX CKOPOCTAX HArpepa NPHBOIHIIO K MOBLILIEHHIO BepXHEeH IpaHHIEI TEMIIEPATYPHI OT LHKIA
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K uaKay Ha 1...2°C.

Jlna peanmmzanun momo6HOro MeToma HaMm pazpabotana ® wm3roToBNeHa rabopaTopHas
YCTaHOBKA. YCTaHOBKA COCTOMT M3 CIEIYIONIHX DYHKINOHATEHO CBA3AHHBIX MEXIY COOOil
chcTeM: paboyel, H3MePUTENEHOMH, CHCTEMBI YOPABIICHHS H CHCTEMBI CTADMIIM3AIIHH HAIIPSIKEHHS,

CxeMa ycTanoBk# (puc. 1) cocTouT ua Bakyymuoro nocra BYII-4, neun, Tepmonapsr, tarag u
HCCIEyEMOT0  BemecTBa. KoHCTpyKuMs BakyyMHOTO 1mocTa He  [O3BOISET IIPOBOJHUTE
TEPMOIHKJIMHECKHE HCIIBITAHHN MaTepuanoB mo Metony L[TA. [Tosromy cueTeMbl ympaBneHus
VIEKTPHHCCKHM TIHTAHAEM MMEYH, HIMEPEHUA M CcTabunH3alMK TeMIeparypsl GEUIH pa3paboTaHsl

oTAe/bHO, cobpaHsl aBToHOMHO oT BVII B Bume CTEHJa W MOJKIIOYEHBl MO TOKOIPOBOIAILIHM
KaHa/laM BAKYYMHOI'O IOCTA K II€YH.

Tuprs, vipaspnope, akpssyse 3ua
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Puc 1. Cxema ycTanoBKH U1 TepMorpaguposainis semecTsa Merogom [1TA.

Jlns parpeBa u oxnaxaeHus oOpasuos ObUIAa H3rOTOBJIEHA ClelHankHas neds. [leys cocrosna
M3 KBaplesoil TpyOku JNMMHOH 55 MM M BHYTPEeHHHM [HaMerpoM 8 MM, BOKpYr KOTOpOH B
paiManbHOM HanpaBieHHH (B [Ba CIOS) NApaUleNbHO JpYr [APYrY H KBapueBoH TpyOke
paclojiaranyck ABYXKaHATbHBIE alyHJI0BEEe TpyOouxkH anamerpom o 4 mm. Uepes kaHansl 3THX
TpyBoUEK MPONYCKaN HAXPOMOBYIO MMPOBONOKY auamerpoM 0,5 MM ¢ obmiel mmnHOR 3,3 M. JTa
IHIHHIpHYecKas KOHCTPYKIKs Oblia CKpennena fannaieM, 3aKpericHa Ha MoJCTaBKe B KOHYCHOE
rHe3no Ha obbexkTHOM cronuke BVII-4. B meHTpameHyro 4acTh KBapueBod TpyOKH (T.e. mewu)
BCTABJIS/IM AMYHIOBBIA THIENb ¢ HCCIEyeMbIM 00paslioM U XpoMellb-amoMHHHEBOH TepMOnapoi.
Jlns nokanu3amMy Temnorel B ofObeme oOpasna rneds 3auHIIanach KpaHaMH ITHTHHIPHYECKOH
dopmer u3 xomiuiekta BYII-4. Yepes ise maphbl BBIBOJOB (s TepMONapel B JMEKTPONHTAHHA
eyn) cama Meve MoJAKIHYANTACcE K YCTaHOBKE.

WaMepuTenbHas CHCTEMa BK/IIOYAcT B cebs tepmomapet TII, MukpoBoneTMeTp B7-23,
noTeHIMOMeTp ToctosHHoro Toka II1-63, ociunnorpad C1-67, npubop HVJIb-B, usmepuTen
MarauTHOH uHgykupu 1111-8, aproMaTHYecKue CaMOMUITYIHE NOTECHIIHOMCTPEI KCII-4, moap M,

meun I1.
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- Cucrema CTaGWIIM3ANMN HANDSKERHA NHTAHUS BKIUOYAET B cels anekTpryeckuit mur 1113,

nomexonofasmsromue Gunerper [IO, crabunmsarop CH-250.

- Cucrema ympaBleHHMA BKIO4aeT B cebs 6ok ynpaenenusa ycraHoekod bBY, 0Onox
_ IporpaMMHOro ynpasiaenus [TV, 6nok nsotepmudeckoit srnepkku BUB,

: Crabuim3allds TEMNEPaTYPEl B 3aJaHHOM JIHATIAZ0HE TEMIIEPATYP BEHINE MAH  HIHKE
TeMIrepatypel (ha30BOTO IIPEBpAICHHS, a TakKe u3oTepMuyeckas obOpaboTka B TeyeHMe
 HEODXO/IMMOTO BPEMEHH OCYIIECTBIANACh GIOKOM H30TEPMHUECKOH BBIEPKKH (3nexTpHyecKas
cxema TepMocTabmIH3aTopa npuBefeHa ma puc.2). B coctas Gioka BXOMMT TepMocTabunusarop
mns TeMmepatrypel no 1200°C. Cxema LpeHa3HaueHa I7d aBTOMAaTHYECKOID IOINSpKAHMH
HY)KHOH TEMIIEpPaTYPhI C BEICOKOH TOYHOCTLEO.

OCHOBHBIC ~TCXHHYECKHE XAPAKTEPHCTHKH TepMOCTabHIH3aTOpa: AMANa3oH  paboumx
remmeparyp +130...1000°C; TounocTh noamepKaHus ycTaHOBNEHHOH TEMIEPATyphl B pabouem
muanasose 2°C; pabouee HanpspieHne Harpesatens ot 100 go 400 B; MommocTs Harpesatens 10 4
kKBT; JaTYHKOM TeMIIepaTypbl SBISETCH TepMonapa H3 cras XpoMens-anmoMens (XA); cxeMa
YOpaBJIeHHs TEPMOCTADHIN3ATOPA HMEET ANEKTPHYECKYIO PA3BA3KY 110 NOCTOAHHOMY TOKY OT CETH
[MHTAHHA HarpeB4TEIH; BENIHOUYEHHE LHEMH HATPERATEA NpOoH3BOIHTCA HICKTPOHHLIM
BECKOHTAKTHEIM €Noco0OM; IMHTAHWE CXEMbI YIPABJICHHS OCYIIECTBISETCS OT ABYXTIOJIAPHOTO
HCTOYHHKA NHTAaHUA ¢ HanpmkeHueM 12 B (Tox morpeGnenus cxemsl ynpasieHUs He NMPEBBIAET
15 MA).

TepmocTaOMIM3aTOp COAEPAHUT MHHHMANEHOE YHCIIO TEMEHTOB, 9T0 00eCneyHBaeT BEICOKYIO
HanexHOCTE, CXema ympaBleHHA M SJEeKTPHYecKas cxema O/oKa muTaHus TepMocTabHiansaropa
(pHe. 3) AMEIOT BHYTPEHHIOK 3JEKTPOHHYI) 3aLMTY OT Heperpy3xd. [IpH HCIoAB30BaHHH OHOI0
HCTOYHHKA NHTAHHA [ HECKOIBKHX TEPMOCTAOMIM3aTOPOB BKIHOYEHHE Ka#OoH cXembl
VIPABIEHHS IPOH3BOAUIIN OTIEIbHBIM TYMOJIEPOM.

JUisi HacTpOHMKH TeMIeparyphl CTAaDMIM3AIMH PEryJaToOphl YCTAHABIHBANHM B CpelHee
MOJOKCHHE. }_-[D}K,I[E.BIJ.IHCIJ- [MOBBINIEHHA TEMIIEPATYPRI B 30HE Harpeepa Mmoo II}'}I{HOFI BEITHYHHBI,
peryisTopoM  «rpybo»  mobuBanmch  OTKmouenua — HarpeBatens.  Korma  npouecc
TEPMOCTADHITH3AIHH YCTaHABIUBAJICSH, TEMIEPATYPY KOPPEKTHPOBAIH PErYIATOPOM «TOYHON,

CxeMa Mo3BOMsLIA HMETE HECKOABKO (PHKCHPOBAHHEIX 3HAYEHHI TeMneparypsl. B 3ToM cnyuae
HY#HHad TEMIOCPATYpa HacTpaHBalaCh COOTBETCTBYIONIHMH MOOCTPOCYHBIMH PpPe3HCTOPAMH Ha
MJ1aTe YHIPaBICHUA.

VeTaHOBKA MO3BOJIAET HCHONL30BATE NPHCIOCoOIeHHA AN BO3ACHCTRHI MATHUTHOTO 10JIA H
BuOpanuu Ha (hazoBEIe NpeBpalleHHA.

Ha paspaGoranmblii MeToj Iojana 3asBKa Ha MATEHT W TOJYHYCHO IOJIOKHTENBHOC
pemenue[11].

Metogom IITA B ycioBHAX Bakyyma Jo ~(3..5)-10° MM pr. CT. HpoBeneHa cepus
TepMorpathHyecKHX HecieJoBanni KHHETHKY (ha30BEIX NPEBPALICHH IEPBOID POJIa HA PasIn4HbIX
pemectrax mapka OCY maccamu o 50 mMr mo 100 r [1-10]. Cxopoctd Harpesa U OXJIakICHHA
nexcanu B mpegenax or 0,001 mo 10 K/c. Paccumrana TEMIOBaA MHEPUMA MEHH H TEPMOIApHL.
TouHoCTE B H3MepPEHMAX TeMIepaTypbl cOCTaBliiAla 0,1...0,15 K. JocroBepHOCT: HOMYYEHHBIX
pesyJlIbTATOB MOATBEPHKAANACH MHOTOKPATHEIM TEPMOIHKIMPORAHUEM HA OHOM DﬁPHSHEF{}J\U 100
IMKIIOB HAIPEBAHNS U OXJAXKIEHHs) 1 TOBTOPEHHEM CCPUH SKCIICPUMEHTOB Ha MHOTHX 0Dpasiiax.
[Tonygens: Gojiee TOUHbIE JOCTOBEPHEIE NAHHLIE MO nmapamerpaM (azoBbIX npcnllﬂmﬂﬂlm o
CpaBHeHHIO C pesylbTaraMi jecTenoBaHMI ITHX BEIECTB APYTHMH MeTojamMi. C IOMOIIEIO
paspaGoTansoro MeTona i ycraHoski LITA nomy4eHEL :

- METOIOM TE[JMH‘-ICCKO]"O IHKIHUeCKoro aHANTM3a HCCIeNOBAHA KHHCTHEA KPII(?:LE_TL"IHBHI_LHH
0JI0BA, MHIMS, CBHHIA, BHCMYTA, CYPBMEIL, IHHKE, KaoMHd, aTHOMHHHA, MCIH, Cepeopa, 30/10Ta,
BOXBI, Cepsl, CeNeHa, aHTHMOHHIA MHAMA, NPYCTHTA, NBYXJIOPHCTOTO CBHHIA, AIOMHHHEBBIX
CIIIIaBOB, GHHR[]HI:-IX CIITABOE B CHCTEMAX OIOBO-BHCMY'T, BHCMYT-CYpPLMAa, HHOHH-CYPbMa. ,EL,I}I
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YKa3aHHBIX  CILIABOB  IOCTPOEHBI  JMArPAMMEI  COCTOSHHS ¢ HaHECEHHEM  ()HM3MYECKHX
NepeoxIaKIeHHIT;

- CcKauxkooOpasHBIH TepexoJ OT pAaBHOBECHOH KpHCTAIUIM3alMK 0e3 NepeoXiIKIcHHS K
HEPABHOBECHO-B3PBIBHOH €O 3HAYMTCILHEIM NEPEOXTaKICHHEM B 3dBHCHMOCTH OT BEJIMYHHEL
Meperpesa paclliaBa OTHOCHTE/NBHO TEMIIEPATypel IUIABIEHHA (A8 BHCMYTA, CYPEMBI, OJIOBA,
CBUHIIA, AHTHMOHHIA HHIHIA, CEPLI, TEIUIYpa);

- OTCYTCTBHEC CIIOHTAHHOH KPHCTA/UTM3ALNH IEPEOXNaKICHHEIX paciUIaBOB MpH to6oii
H30TEPMHYECKOll BEINEPIKKE HHIKE TeMIeparypbl IUIABIACHMN (1A BHCMYTA, CYPBMEI, OJIOBA,
CBHHIA, aHTHMOHNAA HHANS H TellIypa);

- OTCYTCTBHE [EPEOXIAKICHUS TPH KPUCTAIH3AUNRY [IHHKA, KaIMA, MEJH, cn:paﬁpa H 30710Ta
npu ckopoceTax oxyaxaeHns ot 0,001 xo 10 Kic;

- paspaboTaH MeTOJ in situ onpeje/eHus CTENeHH KPUCTAUIMMHOCTH MO JIHHE 1arto (aso-
BOTO TIPEBpAIEHUS IS  BA3KHX BELIECTB M OTHOCHTENBHOH KOHIEHTpaluu (asel npu
[OMTUMOPOHBIX ITepexoaax;

- YCTaHOBIEHO BIHAHHE MATHHTHOTO NOJIA M BUOpAIMK Ha KHHETHYECKHE NapamMeTpsl (hasossix
NpeBparmeHnH.
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