Tepmunyeckmne metogbl aHanm3a
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" A
m Tepmu4Yeckull aHasu3 - MeTo UCCIeaoBaHus
PU3NKO-XUMUYECKNX N XUMNYECKNX
npeBpaLleHnin, NPONCXOAALLNX B BELLECTBE NpU
nporpaMMmMpPOBaHHOM U3MEHEHUN TeMMNepPaTYpPbl
KaK Npu HarpeBaHum TakK 1 NMpu oxnaxxgeHuw.

m Tepmudeckuu aHasiu3 npon3BoaNTCA C MOMOLLBIO cneunarbHON
annapaTypbl, U B OCHOBHOM €ro TEXHUYECKUM Pe3ynbTaToM
SIBNSIOTCA TEPMUYECKUE KPUBbIE — MepMozpaMMbI (Kpusble
HazpeeaHusl), KOTOpbIe 3aBUCAT rMaBHbIM 06pa3oM OT XMMNYECKOIO
cocTaBa M CTPYKTYpbl UCCIedyeMOro BeLLecTBa.

C nomouwibto 3moao memooda obHapyxugarom mersiosyro rpupoady,
3HOO- UJIU 3K30mepMUYeCcKUU xapakmep u memrepamypHbilU
uHmepearn ripespaweHuss. OOHO8pPEMEHHO C rnposedeHUeM
mepMuU4YeCcKo20 aHasiu3a 4acmo UsMepsom u peaucmpupyrom psio
Opyaux rnapamempos obpasua e 3agucumMocmu om memrepamypbl —
pasmepsbl, MagHUMHbIE, ornmu4yeckue, afiekmpudeckue u dpyaue
xapakmepucmuku.



"
Ckopocmb peakyuu

m B obwem sude ckopocmb XUMUYECKO20 ripouecca MOXHO
3arnucamsb Kak: dx

d_z_:(D(T)’F(Ci)

m 20e X — u3smepsiemasi 8 oribime gesiuduHa (Macca obpasua, obem
8bl0esIUBLIUXCSA 2a308, KOJIU4YeCcmeao noa2soWeHHc20 umnu
8bi0esiuguwie20css mernna u m. 0.),

T — 8pems,;
T — memnepamypa,
C. — KOHUeHmMpauuu sewecms, ydacmeayruwux 8 peakuyuu.



" S
TepmorpaBumeTpusa

m Ecnu pesynbrarthl B3BELLMBAHUS,
OTHOCSALLMECS K OTAENbHbIM
TeMnepaTtypHbIM 3HAYEHUSAM,
npencraBnTb B KOOpAMHaTax
TemnepaTypa — macca obpasua u
COEQMHUTL NONYyYeHHbIe TOYKHN, TO
Nony4YnTCAa KpuBasi, UMeHyemas
TepmorpasumetTpuydeckon (TI).

MNeyb
Tepmonapa

Turens ¢ npoboii

TepmoBechl



"
Ha doopmMy KpuBbIX BIUAKOT caMble pasnmyHble oakTopbl,

KOTOpPbIl€ YCJTOBHO MOXHO pa3fesinTb Ha TP OCHOBHbIE
rPynrbl.

1. ®aKkTopbl, CBA3aHHbLIE C KOHCTPYKLUNEN N3MEepPUTESIbHON YCTAaHOBKU U
MeToAUKON padoThbl:

a) CKOpPOCTb Harpesa neuu;

6) atmocepa 1 gaBneHne B peakUMOHHON A4YENKE;
B) dopma TUrns;

) NONOXXEHWe TepmMmonapebl;

1) CKOPOCTb ABUMXXEHUS 3annCbiBatoLLEro yCTPOMUCTB
nT. O.



"
Ha doopmMy KpuBbIX BIUAKOT caMble pasnmyHble oakTopbl,

KOTOpPbIl€ YCJTOBHO MOXHO pa3fesinTb Ha TP OCHOBHbIE
rPynrbl.

2. DakTopbl, 00ycroBrneHHble hn3nyeckumm cBomMcTBam obpasua:
a) macca obpasua;

6) ero AUCNEpPCHOCTL;

B) TENsioTa peakunu;

) TENNONPOBOAHOCTb U TEMNOEMKOCTb MCXOHOIO BELLIECTBA U KOHEYHbIX
NPOAYKTOB U T. A.

3. PaKkTOpbl, BNMAKOLWUE HA TEMNEPATYPHYIO U KOHLLEHTPALMOHHYIO
3aBUCUMOCTb CKOPOCTU peaKkuum, T. e. KWHeTUYecKme napameTpbil
npouecca:

B a) 3Heprunsa aktmBauum E;
m 0) npeaakcrnoHenuyuansbHbI MHOXUTESb K,

B B) reOMeTpUYEeCKUin doakTop, YacTo Ha3blBAEMbIN KaXKyLLMMCS NOPALKOM
peakuunm.



TepmorpaBumeTpus
MNeyb
. Am Teimonapa
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Memoo peaucmpauuu : 1) OuckpemHsbil , 2) HernpepbI8HbIU



[puHUKMN paboTbl TEPMOBECOB.
[Meyb
m [Ipoby nomeLlatoT B TUrenb,
Tepmonapa ONMpPatoLLMIACS HA KOPOMBICIO
Turens ¢ npobon BECOB.
®m TUrenb HarpesaloT B
9NEKTPUYECKOM NeYmn Tak, YTobbl
MunnuesonbTMeTp
ero rTemnepaTtypa paBHOMEPHO
| —dapdopoBblil CTEPKEHD noBbILLaNach.
4 — m Temnepartypa nevn namepsieTcs c
NOMOLLIbIHO HaxXoOsILWENCS B HEN
("\ TepmMonapbl, K KOHLaM KOTOpOu
NOOKIMOYEH MUNITMBOSBTMETP, U
BpeMS OT BpeMEHU (Harnpumenp,
kaxgble 5...10 K) macca obpasua
T domnkcupyetcs.
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"
TepmorpaBumeTpud

NMpuHuun paboTbl TepMOBECOB

A Ha ocHoBaHuM KpuBoi TI MOXHO CyauTb O
Ca(m):‘foi 900, TOM, KakuM 06pa3oM M3MeHANAch Npu
R HarpeBaHUM Macca npoobbl
COE 800+
i CaC,0,-H20 — CaC,0, — CaCO; — CaO
CacOy 1y 700

CreneHb U3MeHeHus1 Macchl onpeaendeTcqd

co cool B 3aBMCMMOCTY OT TUMNa TEpMOBECOB.

CaO_\." 400+ ] L

300 t t } :
400 500 700 900 1100 T,K
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" A
OuddepeHumnanbHo-Tepmuyecknn aHanns (A TA)

m NyTn OJAd yCTpaHeHN4A pr,EI,HOCTeIZ OLUEeHKUA
Kpuson TI:
1. AndpdepeHunanbHbIn MeTOA.
= (aHanNUTM4ecKumn , rpadPUYEcKUin , UHCTPYMEHTaNbHbIN)

2. [lepyBaTtuBHbIM METOA.
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" A
OudodpepeHumansHo-Tepmuyeckmnn aHanns (ATA)

B NYTb AN yCTpaHeHUa TpyaHoCcTen oueHkn kpueon T -
onddepeHumanbHbI MeToa.

AnddepeHumanbHbIn
MeTop, ae Kensepa

T

3epkano

Nlamna

doTonnacTMHKa
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OnddepeHumanbHo-TepmMmuieckumn aHanmns (4 TA)

Cmpocmb: e e Nt M et a2 -~ ~
uswenenun T /.@ R SuRE ~*7 OnddepeHumnanbHbin MeToa ne Kensepa

i B oba Tnrns nomelanncb oanNHaKOBbIE
R No Macce Npobbl, KOTOPbIE HArpeBannCh
' NpW NOMOLLM ABYX TOYHO perynmpyeMbix
3NEKTPUYECKNX NEYEN TakK, YTOODI
TemnepaTypa Harpeea OAHOM OTCTaBasa
Ha 4 K ( 8 n 16 K) oT TemnepaTypsl

Himanenue
aeca

ApYroun.
PaBHOBeCHOe
NoJIO)XKeHne BecoB
®dazoBbIvi C4BUIr
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" A
OuddepeHumnanbHo-Tepmuyecknn aHanns (A TA)

OnddepeHumanbHbi MeToa e Kensepa

[MonyyeHHas KpuBasi, HECOMHEHHO,
aHaNornyHa 3aBMCUMOCTU
NpOV3BOAHON, HO HE
TOXECTBEHHA el

Himanenue
aeca

Hegocrartkom merofa SB/ISETCH TO, YTO
annapaTtoMm 3anucbiBaeTcsl TOJIbKO
"pa3HOCTHas" KpuBas,

a COOTBETCTBYroLas ev KpuBas TI- JO/DKHE
OrNPELESISTHCS OTAESIbHBIM UCTILITAHNEM.
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[OepuBaTtneHaa tepmorpasumeTtpusa (A1)

[epuBaTuBHasa ycTaHoBKa [laynuka v dpaeu

AOAAOOWWWWOY

[ansBaHomeTp

[MoCcTOAHHLIA
MarH1T

ConeHounn

C KopoMmbiCna  TepMOBECOB
ogHa Yawka 6blna yaaneHa wu
BMecCTO Hee nogselleHa
KaTywka C 60/blMM YUCIIOM
BMTKOB, KOTOpas nomellanacb
B OMOreHHoe nosie ABYyX
NoAKOBOOOPA3HbIX MOCTOSIHHbIX
MarHUTOB M MOAK/oYanacb K
KfieMmMam ranbBaHoOMeTpa
BbICOKOW YyBCTBUTENIbHOCTW.

OueBWaHO, YTO NOCPEACTBOM YKa3aHHOIO MPOCTOro YCTPOMCTBA MOXXHO TOYHO
onpenenuTb Hapsaay ¢ kpuBou TI n ee npoussoanyto (AT
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"
[OepuBaTtneHaa tepmorpasumeTtpusa (A1)

"""""""" [1py NoOBbILLEHUN

f TeMnepaTtypbl, Habnogaemom
NoCpeaCTBOM
MUNNIMBONBTMETPA,
MNOAKFOYEHHOrO K MNOA0CaM
PacroJsiIoXXEHHOWN B 30HE Meyn
TEepMonapbl, Yepe3 Kaxxable
5...10 K no wkane secoB
OTCYNTBIBANINCb N3MEHEHME
Maccbl Npobbl U
OJHOBPEMEHHO OTKJIOHEHME
rasibBaHoOMeTpa.

dm/ar + ATT

| | |
400 500 700 900 1100 T K

[MpoBeaeHHbIE UCMBbITAHUS NOKA3anu, YTO UCTOSIKOBAaHME OCHOBHOW KPUBOW
3HAYUTENBbHO 0b6n1eryaeTcs OAHOBPEMEHHOM 3aMnnCbio AEPUBATUBHON
TepMorpasumeTpuyeckon kpusoun (ATI)
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[OepuBaTtneHaa tepmorpasumeTtpusa (A1)

HOepuBaTtorpad- annapat, B KOTOPOM 6blsi1 COBMELLEHbI pa3/iInyHble
BapuaHTbl TEpMUYECKOro MeToaa aHanusa — ATA, TI, ATT.

6 2 \GIIZZ77I77

AR MR R RN RN

I o
[
| |

MpuyHUMNnanbHas cxeMa aepuBaTtorpada

1 — neuyb;

2 — aepXatesnb 45151 UHEPTHOro
BELLECTBa;

3 — aepxatesb npobbl;

4 — TepMonapa;

5 — Kepamunyeckas Tpyoka;
6 — perynsaTtop Harpesa;

/ — BecChbl;

8 — MarHur;

9 — kaTyLKa;

10 — anddepeHumanbHbIn
TpaHcdopMaTop
npeobpazoBaHusa TI
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"
[OepuBaTtneHaa tepmorpasumeTtpusa (A1)

OepuBaTtorpad- annapaT, B KOTOPOM OblI COBMELLEHbI pa3INyHbIe
BapuaHTbl TEPMUYECKOro MeToda aHanusa — ATA, TI, 4TT.

1250
1260

-~

AT

XapakTtep n xop obenx
KPUBBIX CYLLLEECTBEHHO
OT/IMYalOTCA ApYr OT Apyra

dm/dt

Mopoda «Hexax» W
rueGewT (y-Al(OH); H20-1 - >

; H,O
retut (a-FeO(OH)) 2 V¥ ___
BammT (y-AIO(OH)) 204 — I

-H0t 6
Kaonuuut v g
(Alj[Si04gl(OH)g) A~ g
~H,0! 12

v 14

| | | |
400 500 700 900 ‘I‘I{]{]TJ{ 19



"
[OndpdepeHunanbHaa ckaHupytoLlas
kanopumeTpua (JCK)

Metoabl CK n AITA aatoT B LesIloM 0AMHAKOBbIE pe3ynbTaThbl U OT/INYAKOTCA
ApYyr OT Apyra Nuuwb CnocoboM perncrpaummn curHana:

1. OTA — namepeHune TemMmnepaTtypbl BO BpeMeHU

dm
7 =/®

2. OCK — n3mepeHne Konm4yectsa TenIo0Tbl BO BpeMeHu (Kanopum)
dH

= f(®
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m CaMbIM pacnpoCTpaHeHHbIM U OCHOBHbIM METOAOM
TepMMUYECKOro aHanmsa ABNsieTcH
anddepeHuManbHO-TEepMUYECKNN aHanus (4T7A),
KOTOPbIN MO3BOMSET BbISABNATb U UccneaoBaTb ha3oBble
NpeBpaLleHns U XMMNYeckmue peakunun, npotekatouime B
BeLleCcTBe Npu HarpeBaHn UM oxnaxaeHum, no
TepMMnyecknM addeKkTaMm, CornpoBOXaAatoLWmMM 3TH
N3MEHeHus. ,

m MeToa OCHOBAH Ha Ba)KHEWLLMX CBOMCTBAX BELLECTBA,
CBSI3aHHbIX C €r0 XMMMYEeCKMM COCTAaBOM U CTPYKTYPOW,
OTOOpAXKAOLMXCA Ha TEMIOBbIX M3MEHEHUAX BELLECTBA
NpW ero HarpeBaHuUM U OXaXXAEHUMN.
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ObpaboTka kpuBbIX TI

m [lpn Hannummn B obpasLe npoueccoB, CBA3aHHbIX C UBMEHEHNEM Beca Ha
KpuebiX Tl noaBnsaoTCA aHOManuu B Buae "ctyneHen", KOTopble MOryT

H3menenune maccol o0pasua

ObITb OnMcaHsbl cneaywowmmMmn napamMeTpamMn.

T - memnepamypa navana
T - memnepamypa okoHyaHus
AM - nomeps eeca

|

4'

1
g

I
v

AM
NHTepBan

peakunn;
AT=T2'T1

Temneparypa

v

1. TeMnepaTtypamMu
HayaJla U OKOHYaHuNA
(T, n T,), KOTOpLIE
OnpeaenstoTcs Kak TOUYKK
nepeceyeHust
KacaTeNbHbIX OCHOBHOM
nMHUKM T 1 nneda
CTYNEHMN.

2. NMoTtepen (Habopom)
Beca 419 KaXxaou
cTtyneHun (AM)
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H3menenune maccol o0pasua

ObpaboTka kpuBbIX TI

m [lpn Hannummn B obpasLe npoueccoB, CBA3aHHbIX C UBMEHEHNEM Beca Ha
KpuebiX Tl nosaBnsTCA aHOManuu B Bnae "ctyneHen", KOTopblie MOryT

ObITb OnMcaHsbl cneaywowmmMmn napamMeTpamMn.

T'1 - memnepamypa nauana
1> - memnepamypa oKOH4YaHUA
AM - nomeps eeca

{

l
]
g
I

A\ 4

AM
NHTepBan

peakunn;
AT=T2'T1

Temneparypa

A 4

NPOLEHTHOE coaep)KaHne B
obpasLe Kaxaon u3
cropeswunx ¢as (0,):

AM
5:: = ~.100%
M

- OTHOLWIEHWe NoTepu Beca
oTaenbHon dasbl (AM,) K
obuemMy Becy obpasua (M),
N3MEpEHHOMY B Ha4dane
3KCNepUMeEHTa.
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"
ObpaboTtka kpueblix ATAOATI) n ACK

m  Kpusble JCK n OTA nposBnsaoTca XxapakTepHbIE NMUKA N aHOManuu,
nccnenoBaHme KOTopbix gaeT MHpopMaumio 0 npoueccax NpoTeKkatLwmnx B
oOpasue. Pasnnyalot akzoTepmMmuyeckue (BblgerneHne tenna) u
aHpgoTepMuyeckue (normnoweHne tenna) aHomanum CK

Exof EXO
z JTtobas aHomanus
- (k) ACK nonHoCTLIo
: MOXET 6bITb OnmcaHa
E cnenyowmmm
g napamMeTpamu
EMDO
Temneparypa

DHAOTEPMUYECKMI N SK30TEPMUYECKUI

MKW Ha kpmBown [ACK ’s



ObpaboTtka kpueblix ATAOATI) n ACK

Exo1 T} - memnepamypa Havara nuxka
Ts - memnepamypa oxonuanis nuxa
T; - memnepamypa MakcumMyma

A () - mennoma npoyecca

%7
n
_

%
Z
7

Tenaoroii norok (JICK)

Temneparypa

e

TeMmnepatypaMn Ha4vasna U
OKOHYaHMUA NUKa,
TemMnepaTypol MakcuMyMa
(MMHMMYMaA) nuKa
Mnowaabro Nnka, KoTopas
onpeaenseT 3HTanbnuio
Bocnpou3BoaMMOCTbIO MNMWKa
Npn oxnaXkaeHnn m
nocneaytoLwemM Harpese.

Hannune Bocnpon3soanMocTy CBUAETENBLCTBYET 06 06paTMMOCTM (ha30BoOro rnepexoaa.

Ecnn TepMmMuyeckass aHOManusi He BOCMPOU3BOAMUTCSA MpU MOBTOPHOM HarpeeBe obpasua, 3To

NMpU3HaK HeobpaTMMoro Ha3oBOro Nepexoaa.
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"
CoBpeMeHHbin npubop ATA COCTOMT:

> 3NIeKTPUYECKast Neyb C
NMPOrpaMMHbIM PErynsiTopom
TeMMepaTypbl

> [epxaTesib obpasua un 3TanoHa

> anddepeHuranbHas TepMorapa
(I'IJ'IaTl/IHOBO nnaTMHOMPOAMNCTASN)

> YCTPOWUCTBO AJ19 perncrpaumm
TeMnepaTtypbl (OCHOBAHHOE Ha
PA3HOCTM NOTeHuMana)

> YCUNUTENb CUrHana 3Tou
TepMonapbl
> Pperncrpupytollee ycTpoucTso

(06bIYHO 2-X KaHaNbHbIM CaMOMULLYLLNK
NOTEHUMOMETP)
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"

NMpnbop ATA
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"
CoBpeMeHHbIX npnbopbl ATA
Labsys DTA/DSC u Setsys Evolution DTA/DSC

Avnana3oH TeMnepartyp

OT TeMIN. OKPYX. cpeabl Ao 1600 °C oT -150 o 2400 °C
AOCK: ot TeMn. okpy». cpeabl A0 1600 °C ACK: ot -150 no 1600 °C
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[nanasoH TemnepaTyp

OT KOMHaTHol Ao 1500°C

CkopocTb Harpeea — Ao 1000°C

Ot 0.1 go 100°C/mMnH

CkopocTb Harpesa — ot 1000 ao
1500°C

Ot 0.1 go 25°C/MuH

OxnaxaeHue neum

MpuHYauTENnbHOE BO3AYLLHOE;
ot 1500 go 50°C 3a < 30 MUH

KOHCTpYKUMS BECOB

[ByxsiyyeBble, ropu3oHTasIbHbIE

Macca obpa3sua [0

200 Mr (350 Mr BMECTe C YallKoW)

YyBCTBUTEIbHOCTb BECOB

0.1 MKr

KanopumeTpuyeckas
TOYHOCTb/BOCNPOU3BOANMOCTb

+2% (No MeTanIM4yeckuM CTaHaapTam)

YyBCTBUTENBHOCTL ATA

0.001°C

TepMonapsl

Pt/Pt-Rh (Tvn R)

Bakyym

fo 7 Ma (0.05 Top)

PaboTa Cc arpeccuBHbIMK razamu

MMeeTcsa — oTfenbHas rasosas Tpyoka

Turnu

MnatuHosble: 40 Mkn, 110 Mkn
Kepamuyeckue (Al,05): 40 Mkn, 90 Mkn
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"

Turnn n KroBeThbl
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" JEE
Pa3BuTtune TepMmmyecKux metogoB

TepMVI'-IeCKVIe MeTOoAbl aHAJIN3a BelleCTB
Pa3BUBAOTCA B HECKOJIbKUX HAlNMpPaBJ1eHUAX.

m 1. paclumpeHne TemnepaTypHoro ananasoHa
nccneaoBaHus

m 2. TOMHOCTb U3MepeHumn

m 3. Boibop ycToM4nMBOoro matepmanoB TUrNemn
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MpmeHeHne TepMnYEeCKUX MeToaoB aHanms3a :

m AHanuTu4yeckKkass XxmmMmus
ccnegoBaHme cocTaBa BELLECTB COen

OnpepneneHne TemnepaTyp NnaBleHusi, KUNEHUs,
pPa3noXeHuns.

N3yyeHne TepmMoanHaMUNYECKUX U KUHETUYECKUX
XapaKkTepuCcTUK oObekTa nccrneaoBaHus

m AHanwu3 meTannoB u CcnnaBoB

m [eonormusa
npu n3y4yeHnUn BeLLLeCTBEHHOIO cocTaBa ropHbIX

nopod n MHOIMMX BnAOB MNMOJIE3HbLIX NCKOMaeMbIX B TOM

YUCIe n pagamoakTnBHbIX pya N MUHEPAarioB.
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