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Tomckuti nonumexnuyeckuu ynugepcumem, 2. Tomck

Heab: O3HaKOMUTBCS C OCHOBHBIMU METOJAaMU TEPMOTPABUMETPUH U
TepMoMaruutomerpun. Onpeaenuts (Ha3oBblid COCTaB PEpPpPUTOBOTO 0Opasia
10 SKCIIEPUMEHTAIILHO MOJYYeHHOW KPHUBOM 3aBUCUMOCTH U3MEHEHUSI MACChI
oOpaszna ot temmneparypsl. [IproOpectn HaBBIKM PabOTHI C COBPEMEHHBIM
000pynoBaHuEM U 00OpaOOTKHU JAHHBIX U3MEPEHUH, TOJTYYEHHBIX C TTIOMOIIIBIO
TEPMUUYECKOTO aHaJIn3a.

3agaun

1.00630p auTEpaTypHBIX JAHHBIX [0 TEMATUKE PAOOTHI.

2.M3ydeHne METOAMKN TEPMOTPABUMETPUHU U TEPMOMArHUTOMETPHH.

3.M3yuenue nmporpammuoro obecriedenus Proteus Analisis.

4 TlpoBeneHne MPaKTUIECKUX IKCIIEPUMEHTOB.

BBenenue

TepmorpaBumerpust (TI') - »TO MeTOA WCCICAOBAHUS U aHAJM3a,
OCHOBAaHHBIA Ha PETHCTPAIlMK U3MEHEHUSI MacChl 00pasIiia B 3aBUCUMOCTH OT
€ro TEeMIepaTypbl B  YCIOBHSX MPOTPAMMHUPOBAHHOTO  M3MEHEHUS
TEMIIEPaTyphl CpelIbl. Y CTAaHOBKA ISl TEPMOTPABUMETPUU COCTOUT U3 BECOB
HETIPEPHIBHOTO B3BEIIMBAHUS (TEPMOBECOB); TMEUYU, B KOTOPYIO MOMEIIAIOT
oOpazer; mpuOOPOB, PETUCTPUPYIOIIUX TeMmmeparypy (TepMomnapsi);
IPOTPaMMHOTO  peryisiTopa TemmepaTypbl. Bo3MoXHBI J1Ba crmoco0a
npoenaeHusa TI' uccienoBaHWM: HM30TEPMUUYECKUM, T.€. NPU MOCTOAHHOU
3aJaHHOM  TEMIIEpaType TMeYh, HU JUHAMUYECKHM, TIPU HU3MECHEHUU
TEMIIEpaTyphl TE€YM BO BpeMEHU (OOBIYHO MPHU TOCTOSHHON CKOPOCTH
HarpeBa). B pe3ynbrare moaydarT KpUBBIE 3aBUCUMOCTH U3MEHEHUSI MACChI
oOpasiia oT TeMIepaTypbl MM BpeMEHH (TepMOrpaBUMETPHUECKAas KPHUBas)
60 CKOPOCTH WU3MEHEHHUS MacCChl (muddepentpanpHast
TepMOrpaBUMeTpUYecKasi KpuBas). OueHb YacTo TEPMOIPABUMETPHIO
UCIIOJIB3YIOT COBMECTHO C AuddepeHInaIbHbIM TEPMUUESCKUM aHATN30M
(ATA) wm muddepennmansHoii ckanupyromei kanopumerpueid (ICK).
Takol MeToj Ha3bIBAIOT AepuBaTorpapuell UaIu CUHXPOHHBIM TEPMHUUECKUM
anamu3oM (CTA). IlpeumyIecTBo TaKOro METOJa 3aKJIF0YaeTCs B TOM, YTO
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n3menenne macchl (TI) u teruoBbie addextol (JICK, ATA) usmepsiorcs Ha
OJTHOM OOpa3lie 3a OJTHO M3MEpEHUe B OHOU cucteMe. [Ipumenenue metona
CTA oOmupHO, OH IIUPOKO HMCHOJB3YeTCS IS M3MEPEHHUS TeMIEepartyp U
SHTAJBIIUM  TIEPEXOJIOB,  OMNpEAECIEHUs  TeMIepaTyp  CTEKJIOBaHMS,
HCCIICIOBAHMSI M3MEHEHHSI MACChl, PEaKIUi Pa3JI0KEeHUS, aHallM3a COCTaBa
BEIIECTBA M €T0 TEPMUUYECKOW CTAOMIBHOCTU, HWCCIIEAOBAHMS TIPOIECCOB
IJIABJICHUS] U KPUCTAJUIN3ALUNA, KOPPO3UU U OKUCIICHUS, KHHETHUKU PEAKIIUM,
nocTpoeHus: (azoBbIX JUArpaMM, ONPEIEICHUS COCTaBa W YHCTOTHI
BemectBa. Bxogsnme B cxemy CTA nuddepeHnalbHBIA TEPMHUUESCKUN
anamu3 (JTA) u muddepenuunansuas ckanupyromas kaiopumerpus (ICK)
OCHOBaHbI Ha CPABHEHUH TEIUIOBBIX XapaKTEPUCTUK U3MEpPAEMOro odpasia u
TaK Ha3bIBAEMOI'O JTallOHA - TEPMHUYECKH CTaOWJIBLHOTO Marepuana, 0e3
($a30BBIX MEPEX0JIOB, C TEMIIEPATYpPOU IJIABIICHUSI MHOTO BBHIIIIE MHTEpBaja
TeMIIEpaTyp, B KOTOPOM NpOBOIATCS ucciaegoBanus. B cimyudae JITA
M3MEPSETCS Pa3HOCTh TEMIIEpATyp MEXKIY ITaJOHOM M 00pas3lioM, B cliydae
JICK - pa3HOCTh COOTBETCTBYIOIIMX TEIUIOBBIX MOTOKOB. B mponecce
HarpeBaHusl WM OXJIAXEHHUS, TP BO3HUKHOBEHUM KaKOro-iubo (azoBoro
MpeBpallleHusl TEpPBOro poja B HCCIeAyeMOM oOpasle MPOUCXOJIUT
BBIJICJICHUE WJIM TOTJIONIEHUE TEIUIOThI, B pe3yjbTaTe 4Yero TemmepaTrypa
oOpasiia MeHsieTcsl ObICTpee WK MEJJICHHEe, YeM TeMIlepaTypa dTajioHa, U Ha
TEpMOTrpaMMe, KpUBOW 3aBUCUMOCTH Pa3HOCTH TEMIIEPATyp WM TEIIOBBIX
MIOTOKOB OT BPEMEHU (TeMIEPATypPhl), MOSBISIFOTCS XapaKTEPHbIE aHOMAIIHH.
YcrpoiictBo CTA ananu3atopa

Cxema mpubopa mpencraBiecHa Ha pwuc. 1. IlleHTpanbHON YacThiO
YCTAHOBKU SIBJISIFOTCSI TEPMOBECHI, 3aKIIFOUCHHBIE B OT/EIIbHBIA KOXKYX. Bechl
paboTaloT MO  OOBIYHOMY [UIsl AHAIMTHYECKMX BECOB  MPUHLIHUILY
3JIEKTPOMArHUTHOM KommeHcauu. Ha OHOM u3 miied BECOB YCTaHOBJICH
TOHKHI KepaMUYECKUM Kamuuisip, BHYTPU KOTOPOTO MPOXOJAT CUTHAJIBHBIC
poBojia TepMonapsl. Ha npyroMm xoHlie Kanwuisgpa HaXOJUTCs TepMonapa u
npoOoaepxarensb. B pabodeM cocTosiHUM TpoOojaepkaresib ¢ 00pa3loM H
KanwuIsIp HaXOJATCS BHYTPU HarpeBaTelIbHOW crupanu nedu. st cMeHbl
oOpasia ne4yb MOJHUMAETCS BBEPX C MOMOIIBIO CIEHHUAIBHOTO MEXaHU3Ma.
Bo Bpemsi u3mepeHuil B CUCTEMY BBOJSTCS JIBa THUIMA ra30B: 3alIUTHBIA U
MPOAYBOYHBIN. 3alIUTHBIN a3 — UHEPTHBIN ra3, KOTOPbIA CO3JaET UHEPTHYIO
atMocdepy BOKPYT U3MEPUTEIHLHOW CHCTEMBI, MPEJoXpaHss €€ TeM caMbIM
OT OKHCJICHHS TIPU BBICOKMX Temmeparypax. [IpoayBouHblii ra3 — co3maer
HeoOxoaumyro atMochepy st uamepenuid. Mzamepenus MOXHO TTPOBOJIUTH
Kak B M30TEPMHYECKUX YCJIOBUSIX, TAaK U B JAUHAMUYECKOM pPEXKUME MpHU
IporpaMMHpPYEMOM HM3MEHEHMHM TeMmrieparypsl neud. B coBpemennbix CTA
aHAJIN3aTOpax peain30BaHbl HECKOIBKO pexuMoB uamepenuii, CTA, JICK,
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NTA wmu TI, pist Kaxaoro w3 KOTOPBIX MPUMEHSIOTCS MPoOoepKaTenn
pa3anyHOi KOHCTpyKuuu (puc. 2). Beibop pexxnma m3MepeHHsi 3aBHCHT OT
MOCTaBJICHHOM 3a/1a4uu, (OPMBI 1 pa3MEPOB UCCIEAYEMOTO MaTepHara.
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Puc. 2 - Koncrpykuuu npoboaepxareneid CTA ananuzaropa
IMoaroroBka o0pa3uos s usmepennii merogom CTA

K HUCCIICAOBAHMAM JOOIMYCKANOTCA TBCPALIC MW JXKHUJIKHC BCIICCTBA,
HEAOOBUTHIC
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(U3-3a TPYIHOCTH OTBOJIa MPOAYKTOB HCHApEHUs) U HE arpecCUBHBIE K
Marepuary

TUIJIST WM TOJJIOXKKM. Macca wucciaeayeMoro marepuaina BbIOMpaeTcs B
COOTBETCTBUM ¢ 3amadeil. Yem Oompiie macca oOpasila, TeM HHTCHCHUBHEE
CUTHaJ, (PUKCHUpPYEeMbId MPUOOPOM, TEM BBIIIE€ OTHOIIEHHWE CUTHA/IIYM U
MEHBIIIE TIOTPENTHOCTh, BHOCUMAsi BHEIIHUMH (DaKTOpaMu, OJHAKO CIEAYyeT
YUUTBIBATh, YTO YeM OOJIbIlIe KOJMWYECTBO HCCIEAYEMOIO BEIIEeCTBa, TEM
BbIIE B €ro o0O0beMe TPaJUeHT TeMmIeparyp, TeM O0oJjiee pa3MbIThI
Ha0JII0/1aeMble TEPMUYECKUE aHOMAJIUU, U TEM MEHbIIIE TOYHOCTh U3MEPEHUS
MOTEPU BECA, TEMIIEPATYPHI U TETUIOTHI.

[Tpu u3mepenuu B pexxume TI' uccnemyemsiii oOpaszerl nomMemniaeTcs B
TUTENIb WU Ha TMOJUIOKKY, BO H30€KaHUE 3arpsA3HEHHS IUIACTUHBI
nepxkarens. Jns uzamepenuit B pexxumax CTA, JICK, IITA neoOxoaumsel 1Ba
TUTJIS, B OJIMH U3 TUIJIEH OyJeT MOMEIIEH HccleyeMblii oOpasen, Apyrou
TUreab (MycToi) OyAeT HCMHOJIb30BaThCsl KakK J3TalioH. Marepuan THUTIIA
ompenensieTcss MaKCUMaJbHOM  Temmeparypoil HarpeBa oOpasua W
MCCJIEAYEMBIM BEIIECTBOM, KOTOPOE HE JTOJIKHO
pearupoBath ¢ TuriieM. HamOosiee 4acTo HCMNONB3yEMBIMH MaTepHUalaMu
turiei spisores amomMuauil (10 6000C), 3omoto (10 9000C), mnatuHa (10
10000C) u kopysa (10 16000C u BbIiIE).

Turnu nansg u3MEepeHU MCHOJIB3YIOTCS JIMOO OTKPBITHIE, JUOO
3aKPBITHIE KPBIIIKOW, MPU 3TOM B KPBIIMIKE MPOJEIBIBAIOT HEOOJbIIOE
OTBEpPCTUE ISl BBIBOAA TMPOAYKTOB HUCIApPEHHs. Takoe OTBEPCTUE TaKKe
nomoraetr wu30exaTh JedopMalMM U pa3phiBa THUTJSL B pe3yibTaTe
NOBBIIIEHUSI BHYTPEHHETO [ABJICHUS HACBIIIEHHBIX MapoB B IMpolEecce
Harpena.

[lepen wu3MepeHuem oOpaszel; HEOOXOAMMO B3BECUTh. YUTOOBI
00ecrneYnTh BBICOKYIO JIOCTOBEPHOCTh HM3MEPEHHIl TOYHOCTh HayajJbHOIO
onpeneneHus: Beca nomkHa ObITh He MeHee 0.1 mr. Yacto oOpasen qoikeH
OBITh TIOATOTOBJEH K HW3MEPEHHUSM, OCHOBHBIE KpPUTEPUU - CJICAYET
o0ecreynTh MaKCUMajJbHO BO3MOXKHYIO 00JaCTh  KOHTaKTa  MEXIY
UCCIIEyEeMbIM 00pa3I[OM U THOM TUTJIS (d4eM OoJibIlie 00J1acTh KOHTaKTa, TEM
CUJIbHEE U TOYHEE CUTHaJ, (PUKCUPYEMBIH aHAIN3aTOPOM) U 00ECTICUUTh KaK
MOHO 00Jiee paBHOMEPHOE pACIpPEEICHHE HCCISAyeMOTro MaTepuala Io
TUTJIIO UJTW TIOJJIOMKKE.

N3mepenue

—paHee He HCCIIeI0BABIINXCSl HEU3BECTHBIX MAaTEPUAIIOB;

—KHUJIKOCTEM;

—MaTepuaioB ¢ OypHBIM UCTIAPEHUEM WIIH PA3NI0KEHUEM
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MPOBOJUTCS  WCKIIOYUTEIBHO B 3aKPBITBIX  KPBIIIKOH U
3aMpeCCOBAHHBIX TUTTISX,

BO M30€KaHue HEOOPAaTUMOTO 3arpsI3HEHUS U3MEPUTEIBHOM STUCHKH.

Bo wuzbexanue 3arpsi3HEHUs TUTJEd W OOpasloB, YTO 3a4acTyo
MPUBOIUT K JOTOJHUTEIHHON Mapa3uTHOM MoTepe Beca, HE cieayeT Oparthb
UX pyKkamMu 0e3 3allUTHBIX TMEepuYaTok, JMOO CcIeAyeT IO0JIb30BaThCs
nuHieroM. He cieayer cTraBUTh TUTIIM Ha TPSI3HBIE TOBEPXHOCTH.

N3mepenne kpuBbix CTA.

[Toapobuas nHbopmalus o 3ammycke npubopa 1 mpolecce MPoBEACHUS

U3MEPEHUI HaXOJUTCS B PYKOBOJACTBE IO OJKCIUTyaTallud U
nporpammHomy obecnieuenuto CTA ananuzaTtopa.

[epen usmepenueM cieayet BeiOpath pexkum u3mepennii (CTA, JICK,

NTA, TI') m ycraHOBHTH B Kamepy MpuOOpa COOTBETCTBYIOIIHMIA
JepKaTeb.

[Ipn m3mepenusx B pexumax CTA, JITA un JICK B n3MepuTeNbHYIO
KaMepy MOMEMIA0T OrOTOBJICHHBIC K U3MEPCHHUSM THTEJIb-3TaJIOH (ITyCTOM
TUTENb) U THTeNb ¢ o0pasnom. [Tpu uzmepenun B pexxume TIT uccnexyembrit
oOpazen; (B TUIJIE WIM Ha TMOJIOKKE) MOMENIAETCS HEMOCPEICTBEHHO Ha
MJIACTUHY JepKaTes.

C momompto mporpamMmmHoro obecrneueHuss CTA co3maercs HOBBIH
daiin, koTopbiii Oymer coaepxaTh BCIO HHGoOpManuio o0 uzmepeHuu. B
yKazaHHOM (paiisie 3a/1aeTcsa Bec 00pasiia, BEIOMparoTCs (aisibl KamuOpoOBKU
10 TEMIIEPaType U YyBCTBUTEIHLHOCTH.

C  moMoOmpI0  MPOrpaMMHOIO  OOECIICUCHHMS  COCTaBISETCS
TeMriepaTypHas mporpamma  u3MmepeHuit  (puc. 3). CoBpeMeHHOe
000OpyJOBaHUE TMO3BOJSIOT MPOBOAUTH MCCIENOBAHUA B  Pa3IUUYHBIX
TEMITepaTypPHBIX PEKUMAaX:

—JIuHeliHOe HarpeBaHUe/OXJaXICHUE (IMHAMHYECKUI pPEeXHM) B
3aJaHHOM HHTEpBAJIC TEMIIEpaTyp C 3aJaHHOU MOCTOSHHOW CKOPOCTBIO.
CKOpOCTh W3MEHEHHS] TeMIIepaTypbl BapbUPYETCSd B NIMPOKHUX TMpeaesiax
(o6pruro 0.1 - 100 Trpan./muH) u BBIOMpaeTCs UCCIEIOBaTEIEM B
3aBUCUMOCTH OT TOCTaBJIEHHOW 3amauu. CienyeT MOMHUTh, YTO YEM BBIIIE
CKOPOCTh M3MEPEHHs, TeM WHTECHCHUBHEE OTKJIHMK, HU3MEPSEMBI MPUOOpPOM,
OJIHAKO, MPU 3TOM HAOJIIOTaeMble TEPMUYECKUE AaHOMAJIUU CTAHOBATCS Ooee
Pa3MBITBIMH, a 3Talbl MOTEPh BECa YacTO MEPEKPHIBAIOTCS, YTO JENAeT UX
HEJIOCTYITHBIMU JIJIsI aHAJIN3;

—M3oTepMuueckas BblepkKKa MpU 33JaHHON TeMIIepaType B 3alaHHOM
BPEMEHHOM HHTEPBAJIE;
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—TepmomonynupoBanublii  pexxum (TM-DSC), npu koTtopoM Ha
JUHEHHOE H3MEHEHUE TEeMIEPATypbl HAKIAAbIBAIOTCA MNEPUOJUYECKUE
KOJIeOaHUs C 3aJaHHOW aMIUTUTYI0M U 4aCTOTOM.

MoHO Takke KOMOMHUPOBATH Pa3IUYHbIE TEMIIEPATYPHbIE CErMEHTHI
(u30TEpMUUECKHE, TUHAMUYECKHUE, MOTyJIMPOBAHHBIE).

[Ipu co3gaHMM mporpaMMbl U3MEPEHUM ClENyeT Takke 3a4aTh
CKOPOCTH TMOJAuM 3alIMTHOrO Ta3a (ra3, 3allMIIAIOLINI HU3MEPUTEIbHYIO
yacTh NHpuOOpa OT KOPPO3UM U 3arpsi3HEHUS B NPOLECCE U3MEPEHMH) U
IPOAYBOYHOIO Ia3a (ra3, Co3Aaroluil aTMocepy U3MEPUTEIBHON KaMepbl U
BBIBOJISLINI U3 KaMepbl MPOAYKThI UCIIAPEHUS] U PA3IOKEHHUS).

Temperature Steps I

Hr | Type ocC K/min Time pts min ptsK STC| FT |H2/O
1 300
2_ y 12400 2000 1:00:30 200.00 10.00 r [_
3 Y 300 2000 1:00:30 200.00 1000 W [_
4 |Q 12500 ~

Step Category

Step Conditions Category
V¥ sTC

Start temperature: |30.0 B2

. Final Standby
NITROGEN B |
Protective MFC I
I~ Flow active
NITROGEN [ ]

Delete Cunrent Step

Change gases... I

Please enter a number between 0.0 and 1250.0 -
Paints

Aeq. rate defaults Segment: 1]
% Standard " High Total: 24200

Total Time
0201

Help | OK I Cancel | Continue >

Puc. 3 - IIpumep 3apanus TeMnepaTypHoOil IporpamMmmsl

[Tocne HanurcaHust POrpaMMbl CIEAYET COXPAHUTh CO3AAHHBIN (Dails u
3allyCTUTh IporpaMMmy u3MepeHud. Ilo OKoHYaHMM UW3MEpeHusT BCE
pe3yJbTaThl 3aMKUCHIBAIOTCS B paHee COXpaHEHHBIM (aitn. JIJjist TOro, 4To0sI
u3BJeUb OOpasel] W3 M3MEPUTENbHOW KaMmepbl CIEAyeT IOXKIaTbCid €€
oxJiakaeHusa 1o Ttemmeparypel mesblnedn 1000C. He crmemyer oTkpbIBaTh
KaMmepy mnpu OoJiblell Temmeparype, 3TO MOXKET MPHUBECTH K IOJIOMKE
nepxatens obOpasma. Ilo oOkoHYaHMM W3MEpPEHHH CleayeT 3aKphITh
U3MEPUTEIIBHYIO KaMePYy U OTKIIFOYUTH [101a4y rasa.
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O ka;qmopoBke CTA.

JACK u JTA wu3MepsioT 3HA4€HUE Pa3HOCTH, COOTBETCTBEHHO,
TEIJIOBBIX TMOTOKOB M TEMIIEpaTyp MEXKAy O0pa3ioM->TAIOHOM U
HCCIeAyeMbIM 00pa3ioM. ENWHUIBI M3MEpEeHHsI OTKJIMKA B OOIIEM Cilydae
[MxB] wmm [mxB/r]. Tlpm Hamuuum KaauOpOBKH IO YYBCTBHUTEIBHOCTH
MokHO TiepeBect [MkB] mim [MxB/r] B emuHUIBI M3MEpEeHUS TEIUIOTHI U
noayuntb otkiauk JITA u JICK B [[x] uimu [x/r], uTo kpaitHe BaXHO MpH
U3MEpPEHUU SHTaIbNUU. B Xone wu3MepeHHil HEOOXOJUMO TOMHHTH, 4YTO
muddepeHnranbHas TepMomnapa HE HaxOIUTCd B HEMOCPEICTBEHHOM
KOHTakTe C oO0pa3loM, BCIEICTBUE 3TOr0 TEMIepaTrypbl oOpa3na u
TEPMOIIapbl HECKOJBKO OTIWYaroTcs. JJis ycTpaHeHus 3TOW MOTPEIIHOCTH
UCIIOJIb3YETCSI METO]] KaTMOPOBKH IO TEMIIEpaType.

s mpoBeieHus KaTMOpOBKY MpUOOpa UCIOIb3YyeTCsl Habop 00pa3iioB
(cTaHmapTOB) C TOYHO M3BECTHBIMU TEMIICPATypPaMH M TEIUIOTAMH (Pa30BBIX
npeBpamiennii. Jns atux oOpa3suoB u3mepsitorcs  kpusble JICK, wu
MOJIyYCHHBIC B TIPOIECCEe M3MEPEHUN TEeMIepaTypbl M TEIJIOTHI aHOMaJIUi
3aMMCHIBAIOTCS B TaK Ha3bIBaeMbIe (pailibl KaMMOPOBKH, TJI€ OHU MMPUBOIATCS
B COOTBETCTBHE CO CTaHJAPTHBIMH 3HAYCHHSIMHU M CTPOUTCS KAITMOPOBOUYHAS
kpuBas. KanOpoBKy MPOBOMST B TEX KE YCIOBHUIX M C TEM K€ MaTEPHAIIOM
TUTJICH, YTO MpU M U3MepeHun oOpasma. [Ins kanuOpoBku HE0OXO0IAUMO
UCIIOJIb30BaTh HE MEHEee TpeX 00pasIoB - craHnapToB. CyliecTBYIOT oOmue
TpeOOBaHUS K CTaHAApTaM, UCIIOJIb3YyEeMbIM ISl KaTHOPOBKH

— Boicokas crenedb ynuctoTh (He MeHee 99.999%).

—JloCTOBEpHO M3BECTHBIE XapPaKTEPUCTHUKU (Pa30BbIX IEPEXOJI0B
(Temora, TemMneparypa).

— MlHepTHOCTH 110 OTHOMICHUIO K MaTepraTy THTIIS.

— XUMHUYECKAsT CTOMKOCTb, YCTOMYHUBOCTD 110 OTHOLLICHUIO K BHELTHUM

BO3/ICVICTBUSM.

— Huzkoe maBiieHre HACHIIIICHHOTO MMapa Py TeMIIepaType H3MEPCHHUS.

AnomanbHoe noBeaeHue curiasiosB JJCK (ATA) u TT'. Kpussbie
KOPPEKUMH.

Xon kpuBbix JICK u TT', u3aMepeHHbIX IpU OTCYTCTBUH MOTEPH BECa U
KaKuX-1100 MPOILIECCOB, CBSI3aHHBIX C MOTJIOUICHHEM U BBIICICHHEM TeEIula
(Tak Ha3pIBaeMble 0A30BbIC JIMHKUK) B OOIIEM CIydae OTIUYACTCS OT MPSIMOW
JUHUY, TapajyienbHOW ocu abcmucc. [IpuynHa aHOMANIBHOTO OTKIOHEHUS
kpuBoil JICK B Hauane u3MepeHHusl 3aKI04aeTCsl B HEBO3MOXHOCTH B Hayaje
u3MepeHus:  cpazy  oOecneuyuTbh  TOCTOSHHYIO  CKOpPOCTh  Harpea
n3MmepurenbHoi sueiiku. Hakimon kpuBoit JICK Bo3HUKAeT n3-3a HEPABEHCTBA
Macc M TEIJIOEMKOCTEH o0pas3la M 3TaloHa, BCJIEACTBHE YEro pPa3HOCTb
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TEIUIOBBIX MMOTOKOB, U3MEpsieMbIX MU hepeHInanIbHOM TepMoapoii He paBHA
HYJIIO Ja’ke B OTCYTCTBHE (Da30BBIX MPEBPALCHUI U JTMHEWHO U3MEHSETCS C
TeMIiepaTtypoil. B aHomanbHOE MoBeeHne Beca 00pas3lia B OCHOBHOM MOTYT
BHOCHUTH BKJIaJ 1Ba (paktopa. Jlpeiid TepMoBecOB OTBEYAET 3a OTKIOHEHHE
TEPMOTPAaBUMETPHUUECKON KPUBOW OT HyseBOW JHUU. Umto30pHbIil HabOp
Beca oOpa3lloM B Hayaje HM3MEpPEHUS BO3HUKAET U3-32 YMEHBLICHUS
IUIOTHOCTH Bo3ayxa (WM rasza, co3jaromiero atMochepy B W3MEPHTEIbHOM
KamMepe) TpU HarpeBe, YTO COIJIaCHO 3aKOHY ApXuUMeaa MPHBOIWT K
YBEJIMUEHUIO Beca o0paslia.

Od4eBuHO, YTO OMHCAHHBIE BbIIE apTedakThl HE TMO3BOJISIIOT
IPOBOJUTE HM3MEPEHUS C BBICOKOM TOYHOCTBIO, OJHAKO y COBPEMEHHOIO
000pyZIOBaHUSI €CTh BO3MOXKHOCTh CKOPPEKTHpPOBaTh 3TH 3D EKTh U
BBIUECTh UX M3 SKCIICPUMEHTAIBHOM KpHUBOMW. /[ 3TOro mepen OCHOBHBIM
M3MEPEHNEM CHUMAIOTCS TaK HasbiBaeMble KpuBble Koppekunu - JICK n TT'
KpUBbIE, TP MU3MEPEHUU KOTOPBIX B JiepKaTesie oOpasla HaXOoguTcs JIU00
MyCTON TUrenh, JUOO0 TOAJIOXKKa Oe3 oOpasma. s Toro, 4roObl y4decTb
KOPPEKLHMIO TpPU OCHOBHOM M3MEPEHUH, C TIOMOUIBI0 MPOrPaMMHOIO
oOecrieueHus aHaIU3aToOpa OTKpbIBAeTCS (aill ¢ KpPUBOM KOpPpPEKUUU U
M3MEPEHHE 3aIyCKAeTCsl HEMOCPEICTBEHHO U3 HETO.

[Ipn mpaBUIBHO HM3MEPEHHBIX KPHUBBIX KOPPEKIHH 0a30BbIE JTHUHUU
JNCK u TI' npumyT Bun npsimeix (puc. 6, kpussie JJCK2 u TI'2), npu sTom
6azoBas nmuaus TT OyaeT cTporo mapajienbHa ocu adciuce. bazoBas muHus
JICK MOkeT UMETh HAKJIOH OTHOCUTEIbHO HYJIEBOW JIMHUU, TaK KaK KPUBBIC
KOPPEKLIMU HE MOTYT CKOMIIEHCHPOBATH PA3HUILY B TEIIOEMKOCTSX MEXIY
ATAJIOHOM U 00pa3LoM, 3Ta KOMIIEHCAIUS OCYIIECTBISETCS UCKIOYUTEIBHO
MoA00pOM 3TajioHa, HO B OOIIEM Clydae Takas KOMIICHCAIlMs HE OKa3bIBaeT
CYIIECTBEHHOTO BJIMSHUS HAa TOYHOCTh WM3MEPEHUSI TeMIlepaTyp U TEIJIOT
JICK anomanmii.

HNuTepnperanust 1 00padoTKa IKCNEPUMEHTAIbHBIX Pe3yJbTATOB

CTA.
Obpabomxka kpusou J{CK ([[TA).

Metonst JICK u JITA nmaror B 1enoM OAMHAKOBBIE pPE3yibTaThl U
OTJIMYAIOTCA IPYT OT ApPyTa JIUIIb CIIOCOOOM PErUCTPallUK CUTHAJA, TOATOMY
0o0pabaThIBalOT WX OJHMM U TeM ke cmocooom. Ilpm Hamuumu B
UCCIIeTyeMOM 00pa3lie KaKuX-Iu0O MpPOIECCOB, WM MEPEeXO0JO0B MEPBOro
poja, CBSI3aHHBIX C IOTJIONICHHEM WJIM BBIACICHHEM Teruia (IIaBicHHE,
CTPYKTYpHBIH (ha3oBBIN MMepexoj,, UcmapeHue © 1p.), Ha Kpusbix JICK
MPOSIBIIAIOTCS XapaKTEPHbIE MMKU U aHOMAJIUU, UCCIIEI0BAaHUE KOTOPHIX JAeT
uHdopMaIMI0O O TMpoleccax, MNpoTeKawimux B oOpasue. Pazmuyator
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9K30TepMHUYUECKre (BbIACICHHE TEIUIa) W SHAOTEpMUYECKHe (IOTJIOIICHHE
teruta) anomanuu JICK (puc. 4).

el EXO

n
»

Tenmosoii norok (JICK)

ENDO

Temneparypa

n
»

Puc. 4. DHn0oTEpMUYECKU U AK30TEPMHUUYECKUN TUKU
Ha kpusoi JICK.

»

TemnoBoii norok (JACK)

Puc. 5. O6pabotka anomanuu J{CK.

T1 - TemnepaTypa Hadasa muka

T2 - TemnepaTypa OKOHUYaHHUSI THKA

T3 - TemnepaTypa MakcuMyma

Q - TeroTa nporecca

Jrwobass anomamus (muk) JICK mosHOCTBIO MOXKET OBITH OIKcaHa
CIeAYIOIIMMU MmapaMeTpamu (puc. 5):

1. TemnepatrypamMu Haudaja I[HKa, KOTOpas XapaKTepu3yeT Haydallo
rpouecca, u
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okoHuanus nuka (Tl m T2 Ha puc. 5, ompenenstoTcs Kak TOYKH
MepeceueHusl KacaTelibHbIX OCHOBHOM (0a30B0oi) nmuHuu JICK u mied nuka).

2. Temneparypoii Makcumyma (mMuHumyma) nuka (T3 Ha puc. 5),
KOTOpasl XapaKTepu3yeT OKOHYAaHHE MTpoLIecca.

3.IImomanpr0 mMHKa, KOTOpas OMPENETSeT SHTANBINI0 (yICTHHYIO
terory) mpomecca (J = Q/M, rme Q -  KOJIMYECTBO
MOTJIONIEHHOTO/BBIJICIICHHOTO Teria, M - Macca UCCIeyeMoro BeIlecTBa).

4.Bocipou3BOIUMOCTBIO TIMKA TPH OXJAXKACHUH U IOCJEeAYIOIEM
Harpese.

Hanuuue BOCIPOM3BOJUMOCTH CBUAETEILCTBYET 00 0OpaTUMOCTU
¢azoBoro nepexona. Ecau TepMuyeckas aHomanusi He BOCIPOU3BOIAUTCS IPU
NOBTOPHOM HarpeBe oOpasua, 3TO0 NpuU3HaK HeoOpaTtumoro (a3oBOro
nepexoja.

Obpabomxka kpusoti TT'.

[Ipy Hanmuuu B 0Opas3le MpOLECCOB, CBA3AHHBIX C U3MEHEHHEM Beca
Ha KpuBbIX TI" mosBIIIOTCS aHOMauK B BHjie "'crynener” (puc. 6), KoTopbie
MOTYT OBITh OIMCAHBI CAEAYIOIUMH ITapaMETPaMHu:

1.Temneparypamu Havana u okonyanus (T1 u T2 Ha puc. 6), kKoTOpBIC
ONPEAETAIOTCS KaK TOYKH MEPECEUCHUs KacaTelbHbIX OCHOBHOW JuHuM 11" n
ieda cryneHu. Temmepatypa T1 xapakTtepusyeT Hauajao mpoliecca,
Temriepatypa T2 xapakTepu3zyeT OKOHYAaHHE Tpoliecca. Pa3HOCTh 3THUX
temriepatyp, DT = T2 - T1, Ha3pIBalOT HHTEPBAJIOM PEAKITUH.

2.ITorepeii (Habopom) Beca mist kKaxaou cryrnenu (DM Ha puc. 6).
V1

.

AM

obpasiIa

U3MeHeHUE

w

MacCcCH

Temuneparypa
Puc.6 . O6paboTka aHOMaTUU KPUBOM TEPMOTPaBUMETPHUH.
T1 - TemnepaTypa Hauaja
T2 - TemnepaTypa OKOHUYaHHS
DM - noteps Beca
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Cosmecmmuuiti ananuz kpuswix JJCK(ATA) u TT'.

Hanune anomanuu Ha kpuBoit JICK(JITA) Bcerma cBHIETEIBCTBYET O
MpPOXOXKIEeHUH  (a30BOTO  TPEBpAIEHUS, OJHAKO TMPUPOAY  ITOTO
MPEBpAILCHUS] HEBO3MOKHO OMNPENEIUTh OCHOBBIBASICH UCKIIOYUTEIBLHO Ha
JNaHHbIX KanopuMmerpuu. Mutepnperanus nanasix JJCK B obmiem ciydae
MOXKET MPEACTaBIATh COOOM TOCTATOYHO CIOXKHYIO 3aJady, OCOOCHHO B
Cllyya€ NPHUCYTCTBUSA HAa KPUBOW HECKOJBKUX TEPMHUUYECKUX aHOMaiui. B
OTZIETIbHBIX CIIydasiX, TAKUX KakK IUIaBJICHHE BEUIECTBA, TOCTATOYHO MPOCTOTO
BU3YaJbHOTO OCMOTpa o0pas3la IMocjie U3MEpPEHHUs, OJHAKO IS
MHTEPIpPETALNU APYTUX SBICHUN TpeOyeTCs MPUBIICUECHUE JTOTIOTHUTEIbHBIX
METOJ0B. TepMorpaBUMETpUs, B JTOM CBSI3U, OKa3ajlach JIOCTATOYHO
ynaunbiM gonoiaHeHneM k J[CK. CoBmectHoe ucnosb3zoBanue JICK u TI
MIO3BOJIMJIO UHTEPIIPETUPOBATH MHOTHUE SBJICHUS, HAIPUMEP TaKUE KAK:

—TOpEHUE - WHTEHCHUBHAs TOTEpsl Beca, KOTOpas COMPOBOXKIACTCS
sk3oTepmMuueckuM 3¢ dektom Ha kpuBoi JICK. MHTEHCHBHOCTH aHOMAaJHit
3aBUCHUT OT COJICPIKAHUS KHCIOPOa B aTMOChepe H3MEPUTEIbHON SUCHKH.

—HCHapeHue BOJbI, IETUIpaTallks - IOTEPs Beca, COMPOBOKAAOIIAACS
LIAPOKOU IHAOTEPMUUYECKON AaHOMAJIUEH.

—TIJIaBJICHUE, CTPYKTYpHBbIE (Da3oBble MEPEXOJbl — SHIOTEPMUUYECKHE
anomanu JICK (B pexxnme HarpeBa), He CONPOBOXKIAIOTCS U3MEHEHUEM Beca
obOpa3ia.

MeToauka IKCriepuMeHTa
B xome manHO#W paGoThI OBUIM MPOBEACHBI TEPMOTPABUMETPUUYECKHE U
KQJIOPUMETPUUECKUE H3MEPEHHUs, KOTOPhIE OCYIIECTBIISUIUCH C TMOMOIIBIO
tepmudeckoro ananmzaropa STA 449C Jupiter pupmbr Netzsch (I'epmanus)
¢ uyBcTBUTENBHOCTHIO BecoB (.1 mkr. Ha pucynke 1 m3o0pakena BecoBas
yacTh aHaimm3atopa. Ha pucynke 7 — Bua camoro mpubopa. B pabote
HCIIOJIB30Banu TUrIH U3 Al,O4 06’beMM 0.085 mi.

Pucynok 7 — KommuiekcHoe o6opy)1013aHI/Ie - repmoananm3arop STA 449 C Jupiter
u macc-ciekrpomerp QMS 403C Aélos
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JInsi KOPPEKTHOTO W3MEpeHHsI 0a30BOM JMHWUU DSTAJOHHBIA THUTENb
Harpy>kajil MHEpTHBIM BellecTBOM — mopoikoM u3 Al,Oz, Macca KOTOporo
Oplma paBHa Macce (deppuToBoro odbpasma. JIisi KOHTpOJSI 32 MarHUTHBIM
COCTOSSHHEM OOpa3lOB C BHEIIHEH CTOPOHBI HM3MEPUTENBHOW SYEHKH
3aKpervsiach cOopka U3 JIByX MOCTOSHHBIX MarHMTOB, CO3JAIOIINE BOIHU3H
oOpasmoB mosie ~5 3. M3aMepeHus mpou3BOAWINCH B BO3IYIIHONW aTMocdepe
B PEKMME JIMHEHHOT0 HArpeBa co CKOpocThio (5+50)°C/MHH 10 TeMIepaTyphl
800 °C.

KauecTBeHHBIN aHATN3 KOMIIOHEHTOB Ta30BOM CMECH, BBIICIISIONMICHCS
B IpOLIECCE€ TEPMOIPAaBUMETPUUECKOIO aHaju3a IMPOBOAMWICA C IOMOIBIO
KBaapymnonbpHOro macc-cnektpomerpa QMS 403C Aélos ¢upmber Netzsch
(I'epmanus).

JKCHepUMEHTAIbHbIE Pe3yJbTaThl

ATT /(Ye/Mun)
TI /% JACK /(mBt/mr)
629°C 4w 3
105 -0.1 110
104 -0.2 8
103 0.3 16
0.4 |4
102
r ]| 0512
101 ————————————————— _,-----Jl\«- hhhhhhhh ’\'\\l'\——--\—-w_o.ﬁ 0
1001_1T (1037 % -0.7 -2

400 450 500 550 600 650 700 750
Temneparypa /°C

Pucynok 8 — TT/ICK kpuBbIe crie4eHHOI0 JIUTUEBOTO (eppHTa
npu T=1010 °C, 2 gaca

[Io pe3ynpraramMm 53KCIEPUMEHTAa MOXKHO CHAENATh BBIBOJ, 4YTO
BbICOKOTeMNepaTypHbli nuk Ha kpuBod [ICK npu ~747 °C cBsizan ¢
Ga3oBBIM  MEpPEeXoqOM  yHNopsao4YeHHOW  cTpyktypel  LiFesOg B
HEYMOpPSAJOUYEHHOE COCTOsIHME. BenuumHa »SHTansnuu o—f3 mnepexona
XapaKTEpHU3yeT CTENEHb YIOPSJAOYEHUSI CTPYKTYpPbl JUTUEBOM IIIHHEIH.
3HaueHne  ykazaHHoro  mapamerpa  (~14 JIx/r)  cormacyroTcs €
auTeparypHbiMA JaHHbIMU U1l LiFesOg, momydeHHOro W3 MUKPOHHOTO
nopoiika Fe,03 mapku UJ[A.

TI' kpuBasg Ha pHCYHKE &8 TMOKa3zajla CKadoK Macchl B 00JacTH
temneparypel Kropu npu ~630°C (Ha HATI kpusoit). [laHHOoe 3HaueHHe
TaK)Ke WMeeT OJIM3Koe 3HaueHWe ¢ MarHUTHBIM mepexojoM ais LiFesOs.
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JICK kpuBast B 9TOi 00JaCTH MOKa3bIBAET MarHeTOKaJOpU4ecKuil 3(dexr,
COOTBETCTBYIOIINN NEPEX0y MarHETHK-TIapaMarHeTUK.
3akiroueHue

B xone manHO# y4eOHOM MCCIEI0BATENILCKONW PAOOTHI OBLITN TTOTYICHBI
TEOPETUYECKHE OCHOBBI IO M3YYCHUIO METOIAUKH TEPMOTPABUMETPUU H
TEPMOMArHUTOMETpUH. Takke OBUTM TEOPUTHYECKH U TPAKTUICCKU
MOJTy4eHBI HaBBIKM ISl paboThl ¢ TepMoaHanuzaTopoM STA 449 C Jupiter u
macc-ciektpomerpom QMS 403C Aélos. C momomipio MporpaMMHOTO
obecnieuenus Proteus Analisis Obutn 00paboTaHbl pe3yabTaThl U3MEPCHHUH U
cZIeJIaHbl HEOOXOIMMBIE BHIBOJIBI:

IpU TOCTHXKEHUH TeMIIepaTypbl Macca o0pasiia yBeTuIMBaeTCs;
TeMIIepaTypHBbIi K gocturaercs mpu 747 °C.

TepMorpaBUMETPHUIECKUH KOHTPOJIh MAarHUTHBIX MaTEPHAIIOB HWMEET
BAXHOE 3HaueHUE B JIAOOpPaTOpHBIX HcchenoBaHusIX. CHUHXPOHHBIN
TEPMUYECKUIN aHaJIU3 MpeAHa3HayYeH ISl TAKUX MPOIECCOB, KaK CTEKJIOBaHUE
MOJU(PUIIUPOBAHHBIX ~ CTEKOJ, BBITOPaHUE  CBS3YIONIUX, JUTEpAAlUs
KepaMUYECKUX MATEPHUAJIOB M Pa3NIOKEHHE CTPOUTEIBbHBIX HEOPTaHUYECKUX
MaTepHaioB.

Cnucoxk nHPOPMANMOHHBIX HCTOYHNUKOB

1.HayuHo-o0pa3oBaTenpHblii LEHTp 10 HaHOoTexHonorusMm MIY.
Pexum JIOCTYTIA:
http://nano.msu.ru/files/systems/4_2010/practical/01_full.pdf

2.PykoBoacTBO mO 3Kcmuryatanmu TepmoaHanusatopa STA  Netsch
Jupiter 449C. Pexxum noctymna: http://www.netzsch-thermal-analysis.com

3.5. llecrak. Teopust TepmMuyeckoro ananusa. M3narensctBo «Mupy,
Mocksa — 1987. — 456c.

4Y. VYoumnauar. Tepmuueckue MeToabl aHaiduza. M31aTenbcTBO
«Mwup», Mocksa — 1978. — 527c.
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