OcHoBBbI TepmMmu4yeCckKkoro aHasnum3sa

NnaBa 1: Yto Takoe TepMuyecKkumn aHanus?

Tepmunyeckuin aHanms — 310 O6LLMI TEPMUH, ONpeaensiowmin MeTos, NCnonb3yembli Ans
aHanmsa BpeMeHU 1 TEMMepPAaTypbl, MPU KOTOPbLIX NPOUCXOOAT PU3NYECKNE N3MEHEHNS MPU HAarpeBaHUK
Unn oxnaxkgeHuu Bewlectea. Kaxabii meToq onpenensieTca B COOTBETCTBMM C TMMAMKN aHaNM3npyemblx
dmn3nyecknx nameHeHun. MNpun oueHke xapakTepucTMk MaTepmana HeobxoaAnMo NCNob30BaTh pasHble
MEeTOAMKM NN KOMOUHALMIO HECKOMNBKUX METOAMK B 3aBUCUMOCTU OT LIENN.

Onpepnenenne Tepmuyeckoro aHanuaa (ICTAC): N3yyeHne B3anmMocBA3n Mexay CBOMCTBaMMU
obpasua 1 ero TemnepaTtypon Npu HarpeBaHUM Unn oxnaxaeHnn obpasua KOHTPONMpyeMbiM 06pas3om.
Ccbinku: ICTAC (Pekomengauunn IUPAC 2014 1.)
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DSC Differential Scanning Calorimeter
DTA Differential Thermal Analysis

TGA Thermo Gravimetric Analyzer

TMA Thermo Mechanical Analyzer

EGA Evolved Gas Analysis

M3MepVITeanble mMeToAbl AnA TepMunyeCcKoro aHanunsa (bVI3VI‘-IeCKVIX CBOMUCTB

J[loCTyNHbI HECKOSBKO METOA0B U3MepeHus. Micnonb3yemblil MeETOA BapbupyeTcs B 3aBUCMMOCTM
OT aHanu3Mpyembix usndecknx cBoncTs. Hanbonee 4acTto Mcnonb3yemble U3 HUX crieaytoLme:

dusunyeckue Tunbl nony4yaemon nHcpopmaumm MeToabl namepeHus EanHuubl
cBOMCTBa
KanopunHocte |TemnepaTypa nepexoaa, nepegaHHas OudhpepeHumanbHas MBT(=[x/c)
TENnOeMKOCTb, yaenbHasa TeN0eMKoCTb, CKaHupyloLasa kanopumeTpus
Temneparypa peakuun, KanopumHOCTb OCK
peakumnn, nccriefjoBaHne TepMNYECKON
NcTopuu 1 T. A.
Temnepatypa |TemnepaTypa nepexoda, TemnepaTypa OuddepeHumnansHbin MKB
peakuuu u T.4. TepMUYECKUn aHanus
OTA
mMacca Oerngpataums, okucrneHue, nMponus, TepmorpaBMmMeTpuyecKkuin aHanmns Mmr
BbiNapvBaHue, cybnumauus v T.4. TrA
N3mepeHune Tennosoe paclwmpeHune, TepMmmnyeckas ycagka, | TepMoMexaHU4eckui aHanua MKM
TemnepaTypa CTeKknoBaHus, Temnepartypa TMA
pasMsardeHus U T. 4.
Kaxxablh MeToq ucnonb3yeTcd Ans uaMepeHus pasfimyHblX SBNeHnn 1 (pnsmnyeckmx CBOMCTB.
HassaHue | [pumeHuMbIe MamepeHne sBneHni n hmnsmyeckux CBOMCTB 0O LEKTOB
TEXHUK MPOAYKTHI nnasneHue CTEKNAHHbBIN KpucTannuaaums peakuusi
Shimadzu nepexop (oTBEpPXKOEHME W
nonumepusauus)
DSC DSC-60 Plus l v v v
DTA DTG-60 l Xl J V
TG TGA-50 "
(TGA) DTG-60 - - - v
TMA TMA-60 V7P v - v




HassaHue | MpumeHnmble N3mepeHune sBneHuin n dmnsmyecknx CBOMCTB 0O bEKTOB
TEXHUK NPOAYKThI Cybnumauus, Muponuns Tennosoe WcecneposaHve | YpenbHas
Shimadzu ncnapeHue, paclumpeHue, TENnoBOM  |TENnoeMKoCTb
06e3BoOXMBaHUE Tennosas ycagka ncTopmu
DSC DSC-60 Plus V1 V *1 - x/ V
DTA DTG-60 d d - V l
TG TGA-50
(TGA) \ \ - - -
DTG-60
TMA TMA-60 - - V l -

*1 Mockonbky Tepmonapa DSC cnaba no OTHOLLEHMWIO K arpecCUBHBIM razam, peakuus pasnoxeHnst obbIYHO He n3mepseTcs.
*2 VamepsieMbit 06bEKT — 3TO TOT, BEC KOTOPOro M3MEHSETCH B 3aBUCMMOCTU OT peakLuu.
*3 PacnosHaeTcs kak cMsaryeHue.

MpumeyaHue:

DTG npeactaensiet cobor 0AHOBPEMEHHOE N3MEPUTENBHOE YCTPOMCTBO, cocTosiwee u3 TG n DTA.

DSC moxeT namepstb nepexonbl (MnaBrneHne, CTEKNOBaHNE, KPUCTaNM3aLums) n peakumm, Takme kak
3aTBepAeBaHve, a Takke yaerbHY TENNIOEMKOCTb, a Takke UccrneaoBaTb TEPMUYECKYH UCTOPUIO.

Bo nsbexaHue 3arpssHeHns n kopposum yctponctea DSK o6bI4HO He ncnonb3yeTcs Anst USMepeHnii, B
KOTOpbIX B pe3ynbTate peakumi pasnoxeHns obpasyroTcs rasbl.

TG MOXeT N3MepsTb SIBNEHUS C USMEHEHMEM Beca, Takue kak cybnmmauus, ucnapeHue,
06e3B0oXnBaHMe 1 NUPONKU3.

MpoBoasi oAHOBPEMEHHOE M3MepeHue ¢ ucnonb3oBaHmem TG n DTA, MOXHO OLEHUTb TEpMUYECKOE
n3MeHeHune obpasua.

TMA MOXeT naMepaTb ABMNEHUs1 C pa3MepPHbIMU N3MEHEHNAMU, TaKUE Kak CTEKITOBaHME, TENIOBOE
paclmpeHune, pasmsirdeHme n nsyvyeHne TepMmyeckon nctopun. NnaeneHne obbI4HO N3MEPSIOT Kak
pa3msardeHue, NOCKONbKy TBeEpAbIA 0bpasel pasmsardaetcs (TedeT). OnTMManbHbIA PEXUM U3MEPEHUS
(pacwupeHne, pacTsxeHue, BBeAeHME UMbl U T. A4.) He0BXoaUMO BbIGMpPaTb B COOTBETCTBMM C POPMOM
obpasua, TUMOM U LEeNbo N3MepeHus.

naBa 2: Yto Takoe DSC?
DSC- OuddepeHunanbHbin CKAHUPYIOLWWIA KarlopumMmeTp

OundbdepeHumnanbHbi ckanmpyowmin kanopumeTp (DSC) namepsieT TemnepaTtypy 3TarloHHOro
maTepuana u obpasua npu nsmMeHeHun TemnepaTtypbl o6pasua B COOTBETCTBMU C NPOrpaMMOMn, a 3aTem
N3mMepsieT KONMYeCcTBO Tensa no pasHocTn TemnepaTyp.

I'IonyqaeMble OaHHble: [TnaBneHue, cTeknosaHme, Kpuctannmsauua, peakuna oTBepxgeHund,
ncenegosaHue TepMVI‘-IeCKOVI NCTopun, yoernbHada Tenfi0OeMKOCTb

MpuHuun DSC

1. lpwu HarpeBe Neun obpaseL, 1 3TaNOHHbIN
Martepuan HarpeBarTCsl HEMHOIO
MeaneHHee, YeM TemnepaTypa neuu.

2. Korga obpaseLl Ha4YMHaET NnaBUTbLCH,
TemnepaTtypa obpa3sua nepectaet
noBblWaTbCs (M3-3a Tenna, UCnosb3yemoro
ansa nnaenenuns). OgHako Temnepartypa
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3. [lMocne nnaeneHus Temnepatypa obpasua 4. (Temnepatypa obpasua) - (Temnepartypa
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Kpusble DSC MN3T (Makpomonekyna)

M3BecTHO, 4TO TepMmn4yeckme n mexaHn4eckme CBOWCTBa MaKpOMOIEKYINAPHbIX MaTepunanoB N3AMEHAITCA
B 3aBUCUMOCTHU OT TepMI/I‘-IeCKOIZ npeabiCToOpUn pasnnMyHbIX 06pa3LI,OB.

Bhilwe nokasaH pesynbTaT namepeHus MNI3T, MakpoMonekynbl, NOCre HarpeBaHUsi U 3aKkarnku.

Kpueasa DSC noka3sbiBaeT cmelleHne 6a3oBov NUHUK oKono 77°C, 4To yKasbiBaeT Ha «nepexopq B
cTeknoobpasHoe cocTosiHuey. Takke HabnogaeTca ak3oTepmudecknin nnk okorno 130°C, yTo ykasbiBaeT
Ha 3K30TEPMUYECKYIO peakLmto, BbI3BaHHYIO KpucTannmaaumen. H4oOTepMUYECKMIA NNK, HabnogaemMblin
npu Temnepartype okono 250°C, 0THOCUTCA K 9HAOTEPMUYECKOM peakumm «nnasnexHms». Habnwoganm
KpucTannusaumio nocrie CTeKNoBaHUa 1 nocneaytoliee nnasneHme, YTo ykasbliBano Ha To, YTo obpasel
Haxoauncs B aMopgHOM COCTOSAHUM C HEOOMbLLOW KpucTannusaumen npu 3akanke nocrne HarpeBaHus.

Mo aTOV NpMYMHE TepMUYecKas NPEeAbICTOPUS MaTepUanoB MOXeT ObiTb NOATBEPXKAEHA N3MEPEHMEM C
nomoubto DSC (amuddepeHumanbHOro CKaHNPYHOLEro KarnopumeTpa).



MnaBa 3: Tunbl TepMorpaBuMeTpu4eckux aHanusartopon (TGA)

CyuecTByeT Tpy TMnNa TepMorpaBMMeTpUYECKMX aHann3aTopoB: NoABEeCHad cuctema, cuctema ¢
BEPXHEN 3arpy3kon 1 ropusoHTanbHasa cuctema.

CTpyKTypa u 0COBGEeHHOCTU

MNopgBecHana cuctema

Cucrtema c BepxHen 3arpy3komn

FopusoHTanbHasa cuctema

Beam

A

Fulecrum

Sample;dish Equilibrium

Furnace

Sample

Sample

Beam
A ‘

Fulcrum

Equilibrium

,;g""i//' ample A
it Fulcrum
Equilibrium

OGpas3seL NoaBeLLMBAETCA K aHanM3aTopy.

O6pasel, noMeLlaeTcs Haf,
aHanM3aTopoM.

OG6pa3zeL, nomMeLLaeTcs Ha Kpau
aHanusaTtopa.

- BeicokouyBCTBUTENBHAS TEPMOrpaBUMETPUS;
- Wnpokun gnanasoH namepsieMbix 06beMoB
npoo6;

- OgHOBpEMEHHOE n3MepeHne

TG-DTA n TG-DSC HeEBO3MOXHO.

- BoamoXHO npsimoe n3MepeHue TemnepaTypbl o6pasua;
- MoryT npuMeHATLCSA B Ka4yecTBe OAHOBPEMEHHBIX M3MepUTene

TG-DTAun TG-DSC.

Kak npaBuno, 6asoBble nuHuK apendytoT B aHanunse TG, koraa temnepartypa konebnerca ns-3a
N3MEHEHMI NNaBy4YeCTM U KOHBEKLMM Npy HarpeBaHun. (CurHanbl Beca N3MEHSIIOTCS, JaXe ecnu
Konu4yecTBo obpasua BHELLHE HEe MeHsieTcs.) UToObl n3bexatb gperda 6a3oBoON NMHUKM, B KaXOon
CcUCTEeME 4YacTO MCMONb3YTCA aHanM3aTopbl ¢ AnddepeHumansHOM CTPYKTYPO.

Y10 Takoe andcpepeHumanbHaa CTpykTypa?

Mpymep anddepeHUnanbHOro TepMMYECKOro aHanmaaTopa

DTG-60 c cuctemom BepxHemn 3arpysku

Ha cnepytoliem nsobpaxeHun nokasaHa CTpyKTypa
anddepeHunansHOro aHanmsaTopa ¢ BEpXHeEn 3arpy3Kon.

Kak nokasaHo Ha n3obpaxeHuu, korga obpaseL 1 aTanoH

Reference

Sample

nomMeLLarnTcs Ha NoTKM Ang obpasuoB (4aTynkm TemnepaTypbl),
pacrnonoXeHHble No 06enMm cTopoHaM 6ankm n HarpeBaeMeble,
pasHuua B Bece Mexay o6pasLoM 1 3TarnoHOM onpeaenseTcs
Kak curHan. NockonbKy K HAM B paBHOW CTENEHW MPUMEHSIOTCS
naaByyeCTb N KOHBEKLUS, Cuna KoMNeHcupyeTcs, 4Tobbl
yCTpaHUTbL Apend 6a3oBov NUHUN.

MnaBa 4: Yto Takoe TG-DTA?

OpHoBpemeHHada TepmorpaBumeTpus n guddepeHumnanbHblii TEPMUYECKAA aHanms.

OTOT aHanu3aTop MOXET OAHOBPEMEHHO BbINOSHATL AnddepeHumnanbHbii TEPMUYECKUIA aHanms n

TepmMorpaBMMETPUYECKUIA aHanu3 ¢ OgHUM obpasL oM.

Monyyaemble gaHHbIe: [TNaBneHne, CTeKNoBaHNe, KpUCTanNNn3auns, peakuusi OTBEPXKAEHUS,
cybnumaums, ucnapeHue, o6e3BoxvBaHue, NMPonu3, UccrneaoBaHMe TEPMUYECKON NpeabicTopum



Mogenu kpuBbix TI' u AITA n TennoBble U3BMEHEHUsA1 B BO3ayxe
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ByTagneH-cTuponbHbIn kKayyyk (SBR) coaepXuT TeXHUYECKUI yrrepo A58 NOBbILWEHUSA ero
MeXaHU4eCKOW NPOYHOCTU U TEPMOCTONKOCTU. HarpeB B KOHTPONMpyemon cpefe no3sonseT
KONMMYECTBEHHO onpeaenuTb obpasytoulytoca caxy. [Npu HarpeesaHun obpasua npumepHo go 600 °C B
aTMocdepe a3oTa MOXHO YBMAETb SHOOTEPMY C YMEHbLUEHNEM Beca. DTO yKa3biBaeT Ha TO, 4To SBR
noasepraeTcs nNMponuay.

Mpy cMeHe aTMocdepbl Ha Bo3ayx nocre NonHoro pasnoxeHns SBR HabnogaeTca ak3oTepma ¢
yMeHbLLUEeHMeM Macchl. YTo roBopuT 0 npeanonaraemMom o6pa3oBaHuMmM okcvaa yrnepoga. Bo BTopom
npuMepe, yMeHbLLUeHe Maccbl obpasua Ha 28%, rOBOPUT O KONTMYECTBE YMCTOrO yriepoaa,
AoGaeneHHoro B coctaB ByTaameH-cTUpobHOro kaydyka. Kpome Toro, nocrne okucneHust TeXHUYEeCKoro
yrnepoaa o6pasytoTcs HeopraHM4eckme oCTaTKu.

Taknum o6pa3omM, 0 JHOBPEMEHHOE U3MEPEHME M3MEHEHMIA Beca U kanopui ¢ nomoLlbio TG-DTA
No3BOoSIAET C BOMbLUIEN TOYHOCTLIO ONPEeaEennTh, Kakast MMEHHO peakLmsi UMEET MECTO.




MnaBa 5: Yto Takoe TMA?

TepMoMexaHU4YeCKUI aHanu3arTop

OTun npnbopbl N3MEPSIOT M3MEHEHUS pa3MepoB obpasLa Npu M3MeHeHUn TemnepaTypbl obpasua B
COOTBETCTBUM C NPOrpaMmMon 1 NPUNoxXeHnn k obpasuy mMKCMpoBaHHOIO AaBfeHUs BO BPEMS 3TOro

npouecca.

Monyyaembie gaHHble: TemnepaTypa CTEKNOBaHMS, TENMOBOE pacluMpeHne, TennoBoe cxaTue,

TemnepaTypa pasmsirdieHus

PeXumbl namepeHus

MU3mepeHne HaTaXKeHUNA

P
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support tube =
m\
/-' ;b Tensile
Satiple /chucks
(films and fibers) @

B aToM MeToae k 06pasLy NneHKu unm
BOJIOKHA, 3aKpensieHHOMY CBEpXY M CHU3Y
3aXnMamMm, NpuKNaabiBaeTcsa Harpyaka B
HanpaBsneHun pacTskeHus. 3atem
N3MepsIoT cMellleHne obpasLa, Takoe Kak
cxatue Unu yanvHeHve.

N3mepeHue paclumpeHus N3mepeHne NpOHUKHOBEHUA
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/" support tube ™
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Sample g o rod
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rod Needle
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B aTtom MeToge k obpasuy B aTom MeToze 30HA C UronbYaTbiM
NpUKINaabIBatoT Harpy3sKy 4O Takol HaKOHEYHWKOM UCMOSb3yeTcs Ans
CTEMNEHU, YTO HE MPOUCXOAUT N3MEepPEHUs] CMELLIEHNS,
aedopmMaumu, 1 N3mMepsioT BO3HUKAIOLLErO B pe3yribTaTte
CMeLLeHNe, Bbi3BaHHOE TEMMOBLIM pasmsiryeHust obpasua npu
paclumpeHvem obpasua. MPUNOXKEHNN CXRMMALOLLLENA HarpysKu.

Mpumep AaHHbIX TMA
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C nomowbto TMA MOXHO M3MepUTb KOIhPULNEHT TENNOBOrO paclUMpeHnst U TeMnepaTtypy
cTeknoBaHusa obpasua. Kpusass TMA npu HarpeBe cTekna nokasaHa Bbiwe. BugHo, 4to KoadhumumeHT
paclmpeHus pesko MeHsaeTcsa B6nuan 560 °C. 310 ykasbiBaeT Ha TO, UTO CTEKINOBaHME

npowusoLwusio. MNMocne atoro kpueas TMA pesko meHsieTcst Bonmam 620 °C. ITo CBs3aHO C TEM, YTO

obpasel pasmsaryaeTcs.



NamepeHna pactskeHuns NI T-nneHku
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Ui direction
300000 | =
200000 -
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Mnenka MN3T HarpeBaeTcsa Npu yanuHeHun obpasua ¢ Harpyskomn 5 r. Cxxatme obpasua HabnogaeTcs
okoro 200 °C. 370 cBsA3aHo ¢ TeM, YTo O T-NneHka, pacTaHyTas npyu opmoBaHuM, BO3BpaLLaeTCcs B
NCXOAHOE COCTOsIHME U3-3a HarpeBaHus. [lepexoa OT cxxaTusa K yanuHeHuo npoucxoant npu 240

°C. 9710 cBsa3aHo ¢ nnasneHnemMm. ObpaseL paspbliBaeTcs Nocne pe3koro yannmHeHns cpasy nocne aToro.



