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BE  Hosocmn AyKa W Oby4eHne Konnektns ®otoraneped  Ccblnkn  KaneHgaps — bubnvoteka
—— NABOPATOPUA XUMNYECKOW TEPMOAVMHAMUKN
D XNUMUNYECKUW OAKYJIBTET MI'Y UMEHW M.B.JIOMOHOCOBA
CMELUKYPCbI
& Monb3osatenam LIKM
SKCnepuUMeHTanbHbIe METOZbI " Me 1360DATODHOMY [DAKTVKYMY “TePMAYECKUE METOL
PACHIVICAHUE XUMUUECKO TepMOAVHAMMKM - SRR R e e
aHanmsa" (2,170 MB)
Cneyn PaKTUKyM M36paHHble rnaBbl XMMUYEeCKoM (EmenuHa A1, 2014)
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B 2017 ropg,
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- TepmoanHaMumKa pacTBOpoB
JlabopaTopHbI KO/IIOKBUYM PMOA P P
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"Z; MeToanueckas paspaboTka kK NabopaTopHOMY NpPakTUKyMy “Tepmudeckre MeToasl
aHanm3a” (2,170 MB)

(EmenunHa AJ1., 2014)
2017 roa
-,t Nekuna 04ceH (3,67 MB)
n,t Nekupa 020kT (3,57 MB)
n/!; Nekuna 300kT (11,38 MB)
-:/!; Bonpochkl k KONNOKBUYMY

@ MaTepuansl K 3agavyam npakTukyma
» Vi3mepeHve NnapameTpoB CTabuIbHOCTU CTaHAAPTHbBIX BELLECTB,
Kannéposka nNpnbopos
» OnpegeneHvie YACTOThI 06pasLa
»  ®da3oBble AnarpaMmMbl GUHAPHBIX CUCTEM

» CreknoBaHue nosanmMmepos

>  l3MepeHMe Ten10éMKOCTU BELLLeCTB

CrneunpakTUKyM AMNAOMHUKOB Kad. dusmyeckon xummumn; 01 gek 2017

KnHeTnueckuin aHanuns

@ 3agaun

= YucroTa: ncnonbsysa gaHHble ACK ana nnasneHus 100%-Horo deHaleTHa B

KauyecTBe CTaHAAPTHOrO BeLLeCTBa, paccunTaThb CoaepxaHue nprMecy B ABYX
Apyrnx obpasuax GpeHaleTvHa
s [ fannbie (33,46 kB)

CTekioBaHMe: onpesenTb CPesHne TemnepaTypy CTeKNoBaHWA 1 CTeneHb
KpUCTanaMyYHOCT 06pa3uoB MN3T, B3ATbIX U3 ropAbILLKa BYTbIAKA 1 13 eé
CTEHKM (OTAENBbHO ANA Kax40ro T1na)

s [1 fannbie (2,02 MB)

Tenno&mMKocCTb: paccymTaTb TEMIOEMKOCTb OKCMAR Faf0INHMA MO AaHHbLIM
n3mepeHnin CK B TemnepatypHoM nHTepsane 40-250°C 1 cpaBHUTL C
NMTepaTypHbIMA AaHHBLIMU

T [AaHHble ana rpynnel 1 (143,70 kB)

= I [JaHHble ana rpynnel 2 (143,55 kB)
I [JanHble ans rpynnel 3 (187,37 kB) (paccumtaTb TeNNOEMKOCTb
rAVILMHA NO AaHHbIM n3mepeHuii [1CK B TeMnepatypHOM nHTepBsase 0-

80°C 1 CpaBHUTb C IUTepaTypHbIMU AaHHbBIMN)

TepMOKUHETMKA: OLEHUTb KMHETUYeCKMe NapaMeTpbl PeakLuy pasnoxeHns
MOHOrApaTa okcanata Kanbumsa no pesynbtatam TIFA
[ [JaHHble anga rpynnbl 1 (25,14 kB)

B [AaHHble ana rpynnel 2 (23,48 kB)
= I [JaHHble anga rpynnbl 3 (36,52 kB)

L 1 BcnomoratensHasa npeseHTtaums (1,29 MB)

B8 lMocMoTpeTb CBOAHYH TabnnLly
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v PekomeHayemas nuTepaTypa
Ay paTyp = Michael E. Brown (Ed.), Introduction to Thermal Analysis. Techniques and

= Glinther Hohne, Wolfgang F. Hemminger, H.-J. Flammersheim, Differential Scanning Applications, Kluwer Academic Publishers, 2004, 264 pp. ISBN 1-4020-0472-9

>®

Calorimetry, 2" edition, Springer-Verlag Berlin Heidelberg, 2003, xii + 298 pp. Ja CKanaTe

ISBN 978-3-540-00467-7 .;1... O = ASTM E473-16 Standard Terminology Relating to Thermal Analysis and Rheology
“,t cKayaTtb

= P, J. Haines (Ed.), Principles of Thermal Analysis and Calorimetry, Royal Society of
= ASTM E1142-15 Standard Terminology Relating to Thermophysical Properties

/..'\ CKa4yaTb

= |CTAC Working Group “thermochemistry” for the period 1996-1998, R. Sabbah, An

Chemistry: Cambridge, 2002, xiv + 220 pp. ISBN 0-85404-610-0
.z: ckadaTb (17,76 MB)

= PJ. Haines, Thermal Methods of Analysis. Principles, Applications and

Problems, Springer Netherlands, 1995, xii + 286 pp. ISBN 978-0-7514-0050-2 Xu-wu, J.S. Chickos, M.L. Planas Leitdo, M.V. Roux, L.A. Torres. (1999) Reference

i . . . . is Th himi ,
II/?: cKauaTh (22,20 MB) materials for calorimetry and differential thermal analysis. Thermochimica Acta

= Ji-Cheng Zhao (Ed.), Methods for Phase Diagram Determination, Elsevier Science, 331(2), pp. 93-204. doi: 10.1076/50040-6031(99)00009-X

2007, 520 pp. ISBN 9780080446295 ﬁ_ CKauaTs (24,07 MB) ®  CTaTUCTMYecKas 06paboTka pesyNbTaToB U3MepeHuii:

= Paul Gabbott (Ed.), Principles and Applications of Thermal Analysis, Wiley- = OCTPNCO 5725-1-2002 TourocTs (NPaBAALHOCT 1 MPeLYSMOHHOCTS)

Blackwell, 2007, 480 pp. ISBN 978-1-4051-3171-1 | a] ckauars (7,03 MB) METOAOB V1 PE3YNIeTATOB NSMEPEHIN |45 ckanaTs

ASTM E177-14 Standard Practice for U fthe T Precisi d Bias i
= Michael E. Brown (Ed.), Introduction to Thermal Analysis. Techniques and - andard Fractice for se ot the terms Frecision and Blas in

ASTM Test Methods “t cKayaTb

Applications, Kluwer Academic Publishers, 2004, 264 pp. ISBN 1-4020-0472-9 L
= O = ASTM E456-13ae4 Standard Terminology Relating to Quality and Statistics
v~
) ! ) -,1 cKadaTb
= ASTM E473-16 Standard Terminology Relating to Thermal Analysis and Rheology -
. = ASTM E1970-16 Standard Practice for Statistical Treatment of Thermoanalytical
Al ckavaTb

Data a
= ASTM E1142-15 Standard Terminology Relating to Thermophysical Properties Ly craqare

=3 = ASTM E 2586-16 Standard Practice for Calculating and Using Basic Statistics
Al ckauate
,r-_' ckayaTb

= |CTAC Working Group “thermochemistry” for the period 1996-1998, R. Sabbah, An
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YacTtb |

MemoObl U meopemuyecKue 0CHO8bI
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Memoobl mepmu4ecKoeo aHanAu3a

JAugpepeHyuanbHoili mepmuyeckul aHaau3

HugpeperyuansvHaa ckaHupyrowasa
kanopumempus (ATA/[CK)

Tepmoepasumepus (TTA)
CUHXpPOHHbIU mepmuyecKkul aHaau3
(CTA=TTA + [CK)

TepmomexaHuyeckut aHaau3
(DIL, TMA, DMA, RUL, HMOR)

V3mepeHue mensioghusuyeckux caolicmsa
(TCT, HFM, GHP, LFA)

Aduabamuyeckas Kasopumempus
(ARC, MMC, APTAQ)

Husnekmpuyeckul aHanus
(DEA)

(da3oBble nepexofbl, TEMMEPaTypPbl NEPEXOAOB,
M3MeHEeHMWe SHTaNbMNWK, yAeNbHO
TENI0eMKOCTH

-180 ... 2400°C

N3meHeHMe mMacchbl n3-3a pasfnoxeHus,
BblAeNeHnA rasoB Uy B3aMOAeNncTBus ¢
aTMocdepoi

-150 ... 2400°C

N3meHeHue pa3mepos, fedopmaLnnu, BA3KO-
3M1acTMYHble CBOWMCTBA, pa30Bble MEPEXOAb,
MJIOTHOCTb

-260 ... 2800°C

TemnepaTyponpoBOAHOCTb,
TenNoNPOBOAHOCTb, TPAHCMOPTHbIE CBOMCTBA

-125 ... 2800°C

®a30Bble Nepexoabl, N3oTepmmnyeckasn/
CKaHUpytoLas KanopumeTpus, TepMmyeckas
CTabuNIbHOCTb, MOBEAEHNE peaKkLnm

KOMH. ... 500°C
MoHHaA BA3KOCTb, MoBefeHne npu
OTBEPXKAEHUW, ANDJIEeKTPUYECKe CBONCTBA
KOMH. ... 400°C

17

AHanuns
BblAENAILLNXCA
rasoB

(ABIN)



Tepmoepasumempus (TT)
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Tepmoepasumempus T»;

* N3MEPAITCA U3MEHEHUA MAacCbl B 3aBUCUMOCTU OT
TemnepaTypbl UV BPEMEHU NPU ONpeaeneHHbIX U
KOHTPO/IMPYEMbIX YCNOBUAX (CKOPOCTb Harpesa)

(1ISO 11358, ASTM E 1131, DIN 51006)

TG %

100
90 \ % ~MassChange:-1232%

Mass Change: -18.79 %
80 1 -
Mass 1:::han%e -30.00 %
70 1 : \"',

“1  OuHamuueckas TT: \\'\.
.| PpasnoxeHue moHornapata
OKcanaTa KanbLus
40 ] T 0
0 10 20 30 40 50 60 70 80 90

Time /min
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I'l: munel npouyeccos

* XMMU4YyecKkue peakummu
— OKUCAUTENIbHO-BOCCTaHOBUTE/IbHbIE MPOLLECChl
— Auccoumnauma / npernapaTtaumns / pasnoskeHue
— Koppo3una

* Dm3nyeckume npoteccol
- MicnapeHue
— Cybnnmauus
— Apcobpumsa / abcopbuuns / pecopbums
- HekoTopble ¢pazosble nepexoapl (Tyy,,)

CneunpakTUKyM ANNJAOMHUKOB Kad. dmnsmdeckon xumun; 01 gek 2017



BepmuKasnbHas neys 1D

Tr /mr
MoTok 0.2
rasa
VAR Y 0.1
[/ i\
I/ W
M 0.0
(] ‘l|
Wl -0.1
1\ |
1 ll
-0.2
-0.3
‘ -0.4
\ -0.5
-06 . . . . . .
200 400 600 800 1000 1200
Temneparypa /°C
Becwl BbiTankmBatoLaa cuna
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Umo enusem Ha pe3ynbmamel T[? 1D

* @dakKTopbl, CBA3aHHbIe C Nnpubopom:
— CKoOpoCTb Harpesa
— CKOpOCTb 3anncK AaHHbIX / YyBCTBUTE/NIbHOCTb 3aMMCbIBAIOLLLErO YCTPOMCTBA
— KOHCTpYKUMS YyCTAHOBKK / TUN TEPMOBECOB
— ®opma gepxaTtensa obpasuya u neun
— Atmocdepa neum / pacxon rasa-HocuTens
— YyBCTBMTENBHOCTb 3aNUCbIBAKOLLLErO YCTPOWCTBA
— XMMUYECKUMN COCTaB MaTepuana KoHTenHepa ansa obpasua

e daKTOopbI, CBA3aHHbIE C 0Opa3LOM:
— Macca
— CocTtas
— PacTtBOpPMMOCTb B HEM BbIAENAIOLLMXCA ra30B
— Pasmep yactuny 1 NNOTHOCTb YNAKOBKMU
— TennoTta peakuuu
— TennonpoBOAHOCTb

CneunpakTUKyM ANNJAOMHUKOB Kad. dmnsmdeckon xumun; 01 gek 2017



[ToumeHeHus TI T»;

 Tepmuyeckas cTabUabHOCTb OPraHUYECKMX U HEOPTraHUYECKUX
BELlEeCTB

* Koppo3ua meTannos B aTmocdepe pasnnyHbIX ra3oB Npu NoBblLEHHbIX
TemnepaTypax

* [leperoHka n ncnapeHue Xnaxkocrtemu

 TeepaodasHble peakuum

* [lnuponus yrna, HePpT U APEBECUHDI

* OnpepenerHne BAAXKHOCTM, COAEPKAHUA NETYUUX U 30/1IbHOCTU YINIEN
* WccnepgosaHue paernagpataumnu

* TepmooKkucnutenbHasa AeCcTpyKkumna NnoOAMmMepoB

* Pas3noxeHune B3pbIBYATHLIX BELWECTB

* WccnepoBaHue KMHETUKN peaKkuui

¢ Onpe,u,eneHme A4aB/1EHUA MNMapPa U TEN10Tbl NCMNapeHNA



llugppepeHyuanbHsble Memoosbl
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JlugppepeHuyuansbHbIil mepmuyveckul aHAAU3 1D

* KU3MepsaeTca pasHMua TemnepaTypbl obpasuya u
TemnepaTtyp 3Ta/IOHA B TEYEHNE BPEMEHUN U
TemnepaTypbl, KOraa OHW NOABEPratoTCA
OJMNHAKOBOM TEMNEPATYPHOU Nporpamme

O ObGpaseun 3tanoH

ToyeyHbI KOHTAKT
mexxay
g TepMOMnapoun v TUrnem

. AT-

CneunpakTUKyM ANNJAOMHUKOB Kad. dmnsmdeckon xumun; 01 gek 2017



JugepeHuyuansbHaa CKaHUpyrowaa Kasopumempus | D

* KU3MepsaeTca pasHMua TemnepaTypbl obpasuya u
TemnepaTtyp 3Ta/IOHA B TEYEHNE BPEMEHUN U
TemnepaTypbl, KOraa OHW NOABEPratoTCA
OJMNHAKOBOM TEMNEPATYPHOU Nporpamme

O6pasey, OtanoH

Tepmonapa nmeert
KOHTAKTHYIO NoLWWanKy
Cc Turnem

CneunpakTUKyM ANNJAOMHUKOB Kad. dmnsmdeckon xumun; 01 gek 2017



OCK / mBt/™mr

0-50- l 3K30

0.45-

O6paszeu;: 80% SiO, + 20% K,SO, ACK ¢,

0_40_- Macca obpasua: ~20 mMr
| Turenb: Pt+Kpbiwka
CkopocTb HarpeBaHusa: 10 K/muH
0.35- A .
| Atmocdepa: aproH Mini-DTA
0.30-
0.25-
_
0-20-
0.15-
540 550 560 570 580 590 600 610
Temnepatypa / °C

[ITA u ICK
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JugepeHuyuansbHaa CKaHUpyrowaa Kasopumempus | D

°* METO[, B KOTOPOM pPa3/IM4Me MeXKAY CKOPOCTbK TEenJioBOro
NOTOKa B 0bpasLe M CKOPOCTbIO TEMIOBOIO NOTOKA B 3TaJIOHE
(ctaHgapTHOM o06pa3ue) pernctpupyetrca Kak  GyHKUUA
TemnepaTtypbl U/MAnM BPemMeHM, Koraa OHWU MnojBepraroTcs
OAHOW U TOW Xe TemnepaTtypHOW nporpamme B 0O4HOW U TOU
e atmocdepe npuM  MUCNONb30BAHUN  CUMMMETPUYHOMN
(caBOeHHON) N3MepUTENbHOU CUCTEMDI.

1ISO 11357-1
* M3mepsiemble BeIMYUHLI - abCONOTHAA TemnepaTtypa obpasua
N pasHnLa TemnepaTtyp, BO3HMKaWAA mMmexay obpasyom wu
3Ta/IOHOM, NPONOPLMOHANbHAA PAa3HOCTU TEMJIOBOrO MNOTOKA
MEXAY HUMK. ITO NO3BONAET OUEHUBATb KOJIMYECTBEHHO
Tennosble 3P PeKTbI.



Ymo usmeparom? 1D

[Mpouecchbl, conpoBoXaatowmeca MN3IMeHeHUeEM TeNJT0BbIX
CBOWCTB MU TEN/I0BbIMU 3P PEKTaMM

* NpeHTUdUKauMa aMopPPHOCTU N KPUCTANJIUHHOCTU
MmaTepuana

* OnpepeneHue pa30BbIX Nepexoqos

* MN3mepeHne Tenn10emMKOCTH

* TennoTbl XMMUYECKMX PpeaKkunin

e OKucauTenbHas / TepmmnyecKkan cTabuabHOCTb
* KuHeTnyeckme nccnenosaHumA

* [Monumopodusm

* COBMEeCTMMOCTb KOMMNOHEHTOB

* [leHaTypauma 6enKkos

* YuycrtoTa BellecTs

CneunpakTUKyM ANNJAOMHUKOB Kad. dmnsmdeckon xumun; 01 gek 2017



TensonepeHoC
* TennonpoBOAHOCTb

00 dT cran.coct AT 1
b = Frie A(T)HA - , A(T)AE = ;AT

* KoHBeKUMUA

O~AT
* TennoBoe nsnyyeHune

O~AT, T™



Tunel npubopos [ICK 1D

TennoBoro NOToKa C KomneHcauueit MOLHOCTH
(Heat Flux) (Power Compensation)

PErUCTPUPYETCA pasHMUA TemnepaTyp MeXay  PEerucTpupyerca pasHMuUa mMexay nogaBaemoi
06pasuUoM M 3TaIOHOM NOCAE COOTBETCTBYHOLLEN MOLLIHOCTbIO K 06pasuy u aTanoHy. Hanpamyto
KaNopMMETPUYECKON KaNMBPOBKM KaK npsamoe n3MepAeTca nogasaemas ANA NoAAep)KaHus

namepeHme pas3Huubl CKOPOCTU MOTOKa TenaoTbl TemnepaTtypbobl o6pa3u,a M 3TaJIOHA NO4YTU
AN pa3sHnNUa MOLLHOCTHW. OAMHAKOBbIMU MOLHOCTb.
7 (S N
FO | Sranon  Obpaseu | ranoH |
sl N w— A Sy /7 Z Z
e il Pl T T
T (22
v v v \ 4
TemnepaTypHaa nporpamMmma neyu ( T(t) ) TeMnepaTypHana nporpamMmma rne4ym ( T(t )
WamepeHue Temnepatypbl ( AT=T,-T,) WUsmeperne Temnepatypbl ( AT=T.-T; )
MoTok TennoTbl Qur= Qup N3meHeHune mowHocTn ( AP=P.-P, )
Tr = TemnepaTypa 3TanoHa Tr= Temnepatypa 3TanoHa
Tr = TemnepaTypa ob6pasua Tp = Temnepatypa npobbl
Qog = TENNOBOW NOTOK OT MNEYN K 3TaNIOHY Pr = MOLLHOCTb HarpeBaHuWA neyu sTasoHa
Qop = TENNOBOM NOTOK OT NeYn K obpasuy Pp = MOLWHOCTb HarpeBaHMA neyn npobbl
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; 01 gek 2017

Yempotucmeo npubopos [ICK

%//////@%m/



bopmuposaHue cuzHana 8 [ICK 1D
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Hynesoe npubnuxceHue 1D

* CraumoHapHoe coctosiHue: ® = f(T)

* l/|,£|,eaanO CUMMMETPNYHAA KOHCTPYKLUUA Vl3N\€pV|T€f|bHOlZ
CnNcrtembl. TFS = Tppr =T

* TennoobmeH mexxay ob6pa3Lom U AMENKON CPaBHEHMSA
OTCYTCTBYET I'sp — O

* HeT mexda3HbIX rpaHuL, MmexKay o6pasLom u
HarpesaTenem

* Y4yuUTbIBaeTCA TENN0EMKOCTb TO/IbKO o6pa3u,a N 3TAJIOHA

* M3amepsAeman TemnepaTtypa paBHa TemnepaType obpasua

* HeT TennosbIX noTepb (BCE TEeNN0 OT HarpeBatena K

obpa3uy nepeaaeTca TO/IbKO 33 CYET TENNOMNPOBOAHOCTU
KOJIOHKMW)



Hyneesoe npubnauxceHue

AAT |

D = AEC )(TF _TS)=;ATFS
AAT |

D _T()(TF _TR):;ATFR

one{2),(2),(%), e
t ), rs oT p.S ot D F

o (28] {2 (7] e
Ot ), rr oT ), x\ ot ), P

| |
D g —Dpp :;(TF —T5—Tf +TR)=_:(TS _TR)

Dpg —Dpp = IB(Cp,S _Cp,R)
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[lepsoe npubauxceHue 1D
o CraumoHapHoe coctoanue: & = f{1)

* l/I,Ll,eaanO CUMMMETPNYHAA KOHCTPYKLUUA V|3N\epVITeanOl71
CnNcrtembl. TFS = Tppr =T

* TennoobmeH mexxay ob6pa3Lom U AMENKON CPaBHEHMSA
OTCYTCTBYET I'sp — O

* HeT mexda3HbIX rpaHuL, MmexKay o6pasLom u
HarpesaTenem

* YyuTbIBaeTCA TEMNJOEMKOCTb TO/IbKO 06pa3L,a M 3TaNoHa
* M3amepsAeman TemnepaTtypa paBHa TemnepaType obpasua

 HeT TennoBbix NOTEPb (BCe TENNO OT HarpesaTena K
obpa3uy nepeaaeTca TO/IbKO 33 CYET TENNOMNPOBOAHOCTU
KOJIOHKMW)



[lepsoe npubauxceHue 1D

dT dT drT, dr,
O, =C, —~+‘=C, s o LR o TR,g
FS P.S dt @ P.S dt p,S dt P,S dt
dAT
(DFS = ﬁCp,S + Cp,S TSR + (DI'
4
dAT dAT
(DFS —(DFR — ﬂCp.S + vaS TSR'i'q)I _ﬂCp.R = IBACP.SR + Cp.S TSR'F(D,
1
dA T DQpg —Dpp = _:ATSR =D g

DSC ~ ATy, =—r®, - frAC, o —1, r

nepBad KOHCTaHTa BpeEMEHU

1 T, dAT g,
=——ATg — SAC, gp — SR
O sk PAC , sk P

AT
v 1

) Ly tr f
| dAT

J-(D,.dt -0, =- j%ATSRdt - J' (BaC, g Jit - I(T,] T ]d'
I [ l

h time — f
CrneunpakTUKyM AMNAOMHUKOB Kad. dusmyeckon xummumn; 01 gek 2017



Bmopoe npubnauxceHue 1D
o CraumoHapHoe coctoanue: & = f{1)

* VI,LI,eaanO CUMMMETPNYHAA KOHCTPYKLUUA V|3N\epVITeanOl7|
CnNcrtembl. TFS = Tppr =T

* TennoobmeH mexxay ob6pa3Lom U AMENKON CPaBHEHMSA
OTCYTCTBYET Tgp — O

* HeT mexda3HbIX rpaHuL, MmexKay o6pasLom u
HarpesaTenem

* Y4yuUTbIBaeTCA TENN0EMKOCTb TO/IbKO 06pa3u,a N 3TAJIOHA

* HeT TennosbIX noTepb (BCE TEeNN0 OT HarpeBatena K

obpa3uy nepeaaeTca TO/IbKO 33 CYET TENNOMNPOBOAHOCTU
KOJIOHKMW)
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Bmopoe npubnauxceHue 1D

dA TmSmR ] TmR - TR — 0

ATmSmR = ATSR o 72( dt

D, (1

N—"

| dAT d*AT
_ ATmSmR + 7 ;B A CSR + 7, mSmR + 7, mSmR
r dt dt’

CrneunpakTUKyM AMNAOMHUKOB Kad. dusmyeckon xummumn; 01 gek 2017



Xapakmepu3ayusa aHomaauu 1D

ACK /(meBimr)
Lakao

DPeHaueTuH + 2% aMUHOBEH30MHOM KUCOThI

KomnnekcHbIn nuk:

41 Mnowaap: 543.4 MkB/mr

Muk: 133.7°C

Havano: 1325°C

KoHeL: 1343 °C

3] WnpunHa: 1.1 °C(50.000 %)
BbicorTa: 3.9962 mkB/Mr

ACK f{mBTMmr)
0.50 1 Y90 o
01 t L !
045 1 N
122 124 126 128 130 132 134 136 138
0.40 1 Temnepartypa {°C
0.35 1
CreknoBaHue:
Havano: 62.0°C
0.30 | CepepuHa: 64.3°C
' Meperun6: 66.5°C
KoHew; 66.7 °C
N3meHeHune Cp*: 0.230 Dx/(r*K)
0.25 1
40 60 80 100 120 140 160

Temnepatypa /I°C
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Tensnoma nnaaeneHUAa 4ucmoezo sewecmea

Heat Flow / mW/mg
I exo 158.62 °C
1.20; 159.60 °C DIN 51007
Sample: Indium 159.55 “C
100 Sample mass: 8.74 mg ISO 1 1 357'1
' Crucible: Pt+Lid
Heating rate: 10 K/min
0.804 Atmosphere: Nitrogen
Sensor; TG-DSC type E
0.60, Lit.: 28.6 Jig
28.61 Jig
0.40+ 28.54 Jig
Lit.: 156.6 °C 28.64 Jig
156.73°C
0.20 156.71°C
156.70 “C DSC
0.0 1
130 140 150 160 170 180 190
Temperature / °C

17
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Umo enusem Ha xapakmep [ICK-kpusbix? 1D

daKTOpbI, CBA3AHHbIE C U3MEPUTENBbHBIM NPUbOpPOM:
* AtTmocdepa neum

* Pa3smep n dopma neun

 Martepuman v reomeTpua aeprkatensa obpasua

* CKOpOCTb HarpeBsa

* PasmeuweHmne Tepmonapbl OTHOCUTENbHO 0b6pa3ua

XapaKTepuncTnkm obpasua:

e Pa3mep 4acTuL, M NNOTHOCTb YNAaKOBKMU
* Ycaaka

 CreneHb KPUCTAN/IMYHOCTH

* Macca obpasua

* TennonpoBOAHOCTb

* TennoemkocCTb

CneunpakTUKyM ANNJAOMHUKOB Kad. dmnsmdeckon xumun; 01 gek 2017



[naeneHue cepebpa 1D

OCK /(MkB/mr)
3 | 9K30

950.7 °C -

~ le nnasneHue

1.04
‘ 2e nnasaeHue
| 3e nnaBaeHue
154
935 940 945 950 955 960 965 970 975

Temnepartypa /°C
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[lnasneHue UHOUA

DSC KuVimg)

6

(&)

dexo
Bo3ayx
AproH
Onset. 1566 °C
ns.
155 156 157 158 159 160 : = :

Temperature *C

DSC KuVimg)
45 lexo

Peak

Onset: 1565 °C

167 9%, 238 Wimg

Oret 1557

"Onsel 1565 °C

1

Paak: 1586 °C, 4 &35 uVimg

2°C, 4.0529 Wimg

10°/MuH

5°/MuH

155 156
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Temperature /*C



Pa3nu4yHsle rnpouyeccsl

DSC AmWwimag)

- SX0
201
15
10
05 /
o — )
J Alea 2832 Wig .
00 | _
120 140 150 160 170 180 190

Temperature "C
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Tunel 6a308bIX AUHUU

[Opu30OHTaNbHaA cfeBa

[Opu30HTaNbHasA

NpPOonopLMOHaNbHas
nnowagu

JInHenHas

CrneunpakTUKyM AMNAOMHUKOB Kad. dusmyeckon xummumn; 01 gek 2017
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[Opu30OHTanbHaA cnpasa

TaHreHumanbHasd
nponopumnmoHanbHas
naowann




KanubposKu rnpubopa

al

Temperature Calibration Calculation - DSC 200PC on 414/5 via RS-232

* [lo TemnepaTtype I —— pp—

X
s |
Funace: |sw~aoscamc. CE Sample Carier. |Standaid DSC 200 PC. TC: E Coefficents |
T Mathematical | T corrected C—]
emp. Nnom. Temp. exp. emp.

Substance < rc Weight rc I [ Gapn |

1 Hg -388 375 1,000 | -387 | Prnt
2 n 1566 1553 10,000 | 1566 | —l

3 Sn_ 2319_ ZIJSA |C03. 2320‘ Add
4 B» 2714_ 2702_ 1.0:0' 2?16‘ _]
5 In 4196 4193 1.000 4195 Insert |
_ Dee |
x|
_ Cocnl|
__teb |

Temperature range: <1900 °C - 605.0 "C. TC recalbration imt: 10 K.

x

Temperature Calibr ation Calculation - DSC 200PC on 414/5 via RS- 232

Heating Rate: [10 Aumosphere: [N2 Cractle: [Pan Al percedid sot__|
Fumace: [Standud DSC 200 PC. TC € Sample Camer. [Standwd DSC 200PC. 1C- € Coefficierts |

Tnom. - Texp. °C

x

LT

o

Remsk: |
Temperature range: -190.0 °C - 5050 °C. TC recaleation imi: 10K
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KanubposKu rnpubopa

* [1o TeNN10BOWM YYBCTBUTENBHOCTU

Iy

ly
0, = J' |k, (DSC - DSCyy it —2"20 5k, _[ (DSC - DSCy, )t
I

A ’

Ry

HearpRate [0 Amosghess [

Sample Camer. Fmaoscmrc.mz

A HT (St) Fumace: [Slanderd DSC 200PC. TC €

Cuctle il __Sot_ |

m

al

X

Cosfficients

1

onsel Tomp. | Enthalpy | Peak Arca | SensitExp | Mathem. |Sensit. Calc. |
K (T ; ) = Substence | T o | wwsmg | uvimw | vieighting | ovew | [ Giogh
Q onse Iy 1 Ha| 388 11460 35000] 3088 1.000 2534 Prrt I
2 Indum | 1566  -28600  -@2800| 3245 10,000 3264
3 =n 228 -50.500 -185500 J0ee 1.000 3140
} ' ! ! Add
(DSC J— DS( )dt 4 Bi 2714] 53300 160400 3008 | 1.000 3022 _I
Sf BL B 4196 -107 500 -265 400 2478 0.800 2349 Ireest |
D |
tg ]
Sensitivity Calculation - NETZSCH DSC 200 PC on 414/5 via RS-232 ll
Cancel I
Help |

Heating Rate: |U Amosphere: I Crucble IP.\AL open

Sort
Fumace: [Standard DSC 200FC. 1C € Samgle Camier. [Standwd DSC 200 PC. 1C € Cofiviens |
Coculate ‘
Sensitivity pUATW Tt |
35
30 — —___—'___7'“ _P"‘ ‘
20 E A5l |
15 e'ele |
19 -
200 100 o 100 200 00 a0 500 o
Heo |

Remark: I
Tempershurs rangs 1900 °C-8050°C
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IpebosaHuA K cmaHoapmam T»,

* BbICOKaA cTeneHb YNCTOTbl (He meHee 99.999%)

* TOYHO YCTAHOBJ/IEHHbIE XapPaKTEPUCTUKN HA30BbIX NEPEXOAOB
* YCTOMYMBOCTb HA BO3AYXE N K BO3AENCTBUIO U3TYYEHUS

* XMMMYECKasa CTabnUNbHOCTb

* HW3KOEe AaB/NieHUE HACbIWEHHOro nNapa Npu TemnepaType
da30BoOro nepexoaa

* UHEPTHOCTb NO OTHOWEHUIO K MaTepUany TUIMA

* Oan3KMe K nccnegyembim obpasuam tennopusnyeckmne
(TennoemKocTb, TENNONPOBOAHOCTL) N dU3MYecKkue (macca,
TONLWMNHA) XapaKTePUCTUKN

* He C/IMWLKOM MenKue pasmepbl TBEPAbIX YacTuUL,



LleKoHBo1oUUA 3KcnepumeHmasibHo20 cu2Hana I D

* ACUMMETPUA U3IMEPUTENbHON CUCTEMDbI

— 3amepeHune HyneBou NNHNn
* KoppeKuuna no temnepartype
— ACK(t) (ACK(T,,z)) = OCK(TS)
* KoppeKumna no tensore
— ACK (T) = Q(T)
* KoppeKuuna no TensioBoOMy NOTOKY
— OCK (T) = (T)

dDSC d*DSC
TR STy

@, () = Ko(t) [DSC(t) — (~Ko(O)AC, 5z (D)) + 71 oo



Koppekuua no memnepamype 1D

TS_TmR=r§gRq)SmR=r§£RC;{iSmR( P d’; J
dl: dT
' _eff S R
CDSmg Ts —T,p _TSmR( I d,’: )
) ]
Ty —Tur = ‘_(DSCs: —DSCy )
1ga o
- (dTe, dT : ] ; [
TN T . — z_c{[] St “TmR =_z.t{[7 ] [ »
St mR Smk( dt dt ) SmR ~: 1 .
. 1 0o L — 2N
TS{{IR = _(DSCs, . DSCBL) 154 156 158 - 160 162 164
Alga T
S mR
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YacTtb Il

lpumeHeHua memooa [ICK
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[lpeumyujecmea memooa 1D

* BbicoKkaa MHPOPMATUBHOCTb

*  JKOHOMMYHOCTb

* bbIcTpoTa

* CraHpgapTu3ayma TMNOBbIX 3a4a4

Standard Test Method for Assignment of the Glass Transition Temperature by
DSC: ASTM E 1356-98

Standard Test Method for Heats of Fusion and Crystallization by Thermal
Analysis : ASTM D 3417-83

Standard Test Method for Transition Temperatures of Polymers by Thermal
Analysis: ASTM D 3418-82

Standard Test Method for Assessing the Thermal Stability of Chemicals by
DSC: ASTM E 537-86

Standard Test Method for Arrhenius Kinetic Constants for Thermally Unstable
Materials: ASTM E 698-79

Standard Test Method for Mol Percent Impurity by DSC: ASTM E 928-85

Standard Test Method for Decomposition Kinetics by TGA:
ASTM E 1641-98

Standard Test Method for Loss-On-Drying by TGA: ASTM E 1868-97

Standard Test Method for Oxidation Onset Temperature of Hydrocarbons by
DSC: ASTM E 2009-99

Standard Test Method for Determining Specific Heat Capacity by DSC: ASTM E
1269-95
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dyHpaMeHTaNbHble uccnenoBaHuA
|

TepmoanHammka KnHeTtunka
TemnepaTtypa u TennoTa MexaHn3m MapameTpbl
TennoemKocTb 5
¢$a30BbIX NEPEX0a0B U peakuum KMHETUYECKMX
XUMUYECKUX peaKkLni ' YPaBHEHUM
TepmogmHamunyeckue
da3oBble bYHKLUMU
Anarpammbl

CneunpakTUKyM ANNJAOMHUKOB Kad. dmnsmdeckon xumun; 01 gek 2017



[ Cneundunkaumsa ](—[ Pa3paboTKa HOBbIX MaTEPMANOB ]—)[ MonyyeHune ] I

v

XpaHeHue,
3KCNnAyaTayma

p
TennoemkocCTb,

T/8 dyHKUMM

\-
/
Tepmunyeckas,
—> XMMUYecKasn

cTabunbHOCTb
\

—>» CTeknoBaHue

p
[MnaBneHwe,
—>
nonanmop@unsm
\ CocTas
-
CteneHb
npeBpaLLeHnA
-

KOHTpoONb KayecTBa
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CoBMeCcTMMOCTb
KOMMNOHEHTOB

KnHeTnyeckas
Mmoaenb

da3oBble
Anarpammol

[NMpnumecn

N

CreneHb
KPUCTAaNIUYHOCTH




[Ipobornodeomoska 1D

 TwaTtenbHoe B3BewmBaHue (£0.01 mr)

 TennoBoW KOHTAKT mexay obpasuom u
CEHCOPOM

 Penpe3eHTaTUBHOCTb NPOOBLI

*  WHepTHOCTb K MaTepuany TUrNa 1 ra3oBou
aTmocdepe



N3mepeHue mernsoemKocmu 1D
ACK Apmnabatunyeckas

* ManeHbKasa HaBecka — Kanopumerpua
H6obllaA NOrpeLwHocCTb * bonblwaa HaBeCcKa — mMeHblle

* BblcoKas ckopoCTb NOTPELIHOCTD
HarpesaHMA — 6ObLLOM * HmW3Kas CKOPOCTb HarpeBaHuUs
rpaguveHT Temneparyp B — TennoBoe paBHOBecMe B
obbeme obpasua obbeme obpasua

 Tennosble noTepu bonblue * TennoBble NOTepu meHbLUe

* JKOHOMMWYHO * [loporo

* BbicTpo * fonro

3-7% <1.5%
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amepeHuUe merisioemKocmu |

DSCsipan — DSCrerotine = Kofmscy s DSCs+pan — DSCqerotine Mg
C = C
P DS CR+pan — DS Czeroline mg PR

DSCR+pan — DSCzerotine = KCD:BmRCP;R

DSC /uv Temp. /°C
1 exo
1 e — — =} 1100
//
-2 4 f
// 1000
-4 1 t 900
-6 s/
800
7
8 Ve

t 700

-10 [4] CS_Zeroline.bdc_7.mdc [ oo
12 DSC
-1  +r L L~ Temp. f
[5] CS_Cp_measurement.ddc | =00
14 DSC
Temp. [ 400
-16 1 [6] CS_Calibration.ddc_7.mdc
DSC t 300
-18 1 Temp.
—_—— v v v v v v ’200
260 280 300 320 340 360
Time /min
Ko (T)
B ¢ (T)Bm
iso,end,S iso,st,S iso,end,0 iso,st,0
{CDS - lcbiso,st,s + t —t (t - tst)]} - {CDO - lq)iso,st,o + t —t (t - tst)]}
end st end st
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NcmoYHUKU owubokK

135

130 4

Cp (J/(mol-K))

115 4
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125 4

120 4

M3MmeHeHMe NONOKEeHUA TUTAA B AYelKe
Pa3ninume Tennodpursnyeckmx xapaKkTepucTnKk obpasua u

OTnnyme cpeaHen TemnepaTypbl 06pasLa OoT MU3MePAEMOM

Opeind Hynesont ivHnm (ASTM E-1269: Tf;y — Tsy < 200°C,

ctaHgapTa K& ~ K3,
TemnepaTypbl
f =5 -+ 20°/MuH)

T(K)

0,0

" I S
w o w
Delta (%)

n
=}

~
1%

-3,0

Cp (J/(mol-K))

130 4

125 A

120 4

115

110

|||||||||||||||||| 2,0
Average Cp
Sapphire 1,5
o Delta
1,0
'(‘ 0
:.,«"_’- o5
) QST O OB , 9
safiniling SESTHS T EEE a S,
o o © % 9
25 0,0
$
-0,5
- -1,0
-1,5
— 77 ——7——7+ 20
500 600 700 800 900 1000 1100 1200 1300 1400
T(K)

Delta (%)



VIamepeHue mernsaoemKocmu

PacyéTt TepmoanHaMmNYECKNX GYHKLUM

()= Y acs| %]

i

Lig.8NI1.202

S B0 P

150 160 170 180 190 200 210 220
Temperature K
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230

T2
Hy ~H; = j C,(T)ar
T
T
c,(r
Sy, - Tl:j "T( )dT
T

@® Experiment

59,30(DSC) = 54 Ax/monb-K
9 30(ap.Kan.) = 52.3 Ax/monb:K
A=3.2%



[locmpoeHue ga3o8bix OUa2PAMM

Temperature

1200

1000 -

800

T (°C)

400 -

200

(@)

600 -

Ag

Cooling

V\
Temperature

Cu (%)

0 T T T T T T T T T
0 10 20 30 40 50 60 70 80 90 100

\

CneLanaKTMKyl\g\aAMﬁ‘}lOMHMKOB KadJchmBngSﬁ xnumum; 01 p,eK%017 (b)

Cu
Heating
~
~
~
~
N
h \
N\ ) s -
| _ < _ Y~ VA
A Composition

17



[locmpoeHue ga3o8bix OUa2PAMM T

Heobxogmnmo ybeamTbes, YTO NOJIyYEHHbIE
pe3ynbTaTbl OTHOCATCA K PaBHOBECHbIM Npoueccam!

CKOpOCTb CKaHMPOBaHUA
Macca obpasua

KoHeyHaa cKopocTb AUdPYy3MM B KUOKOU WU
TBepaon dasax NpUBOAUT K HEOAHOPOAHOCTM NO
cocTaBy B obpa3ue nocne ¢.nm.
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[locmpoeHue ga3o8bix OUa2PAMM T

NCTOYHUKUN OLLNOOK

HepaBHOBECHOCTb MCx0AHOTro o6pa3ua HepaBHOBECHOCTb YC/I0BUN U3MEPEHUSA

MeTtactabunbHasa ¢pasa bBonbwaa macca obpasua
Hannume npomexytouyHom ¢a3sbl BblCOKana CKOPOCTb HarpeBaHuA
HeoaHOpPOAHOCTbL MO cOCTaBy BblCOKaA CKOPOCTb OX/1aXKAEeHMUA

Alloy 718 1200 1204 1247

1T

Exothermic ——>

1292 1292

1294

1H Homo. 10H Homo. 48H Homo.

As-cast

13471

1346 1346

<«—— Endothermic

1 1 4 11 345.8 1 1 1 1
1200 1300 1200 1300 1200 1300 1200 1300

Temperature (°C)
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[locmpoeHue ga3o8bix OUa2PAMM

1700 45 T, L 1700\ L 1700 B
T80 1880\ 1650
| % ~—Ts N
g e . 7 1800 — >— T, 7 1800
g 1550 i \ N Te 1550 o d Tg 1550 « \ Te
1500 otf 1500 a+p 1500 a+p
5 10 15 20 25 a0 § 10 15 20 25 @0 § 10 15 20 25 20
Compoeltion (%) Compasiton (%) Composition (%)
500, 500 500
D a0 400 400
% ano | 00| 300
H(T)=const+C,T+A,H(1- £.(T)) g 2| 200 200
Y00 ) 100 100
n X (T)—X 1500 (1550 1600 1650 1700 1500 (1550 1600 1650 1700 1500 1550 1600 1680 1700
f T s L 0 | Tempsaeaturs (K) : Tempsraturs (K) Temperaturs (K)
S - o 20 : : 20 :
— | : | A 20
n XL T .XS T ¥ 75| t ; 175 | 17.5 ?
= | | )
= 15 15 !
2 125/ 125 E
o
10 |
%5 nps 78 |
)
n; ng . ..-—"] | 25 | . | 4
1500 11550 1600 (1680 1700 1500 11580 1600 1650 1700 1500 1550 1600 1680 1700
15 - 5 15 15/
| 10 5 10!
5 : - 5 -
€ : : 5
- 1500 (1550 1600 (1650 1700 1500 (1550 1600 1650 1700 1500 1550 1600 1650 1700
I —— ] a 5 —» -5 -
-10 ' : -10 ' -10
-15 -15 15
Te Ts TL Te L Te
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OnpeodeneHue 4ucmomel 1D

OnpeneneHne npMmeceun B BellecTse no
NOHUKEeHUIo TemnepaTypbl naasneHna (ASTM E 928)

YpasHeHune WWpeanepa

2 3 0]
: N d (lnxA ) . ApysHy
: ) dT RT? (AfusHA * f(T))
!
' ArysHo(T =T Ae, H, T —T,
: Inx, = ln(l — xB) — fus A( O,A) ~ fus’A _ 0,A
' RTo AT R T,
Xg
_po 0@ ny, (M) + 1, gy (1) +ny
N +ngy Ny M) + 1y, (T) + 1y n, +n,

B TBepaomn ¢dase — ToNbKO OCHOBHON KOMMOHEHT!

|
427 429 431 433 TX

CneunpakTUKyM ANNJAOMHUKOB Kad. dmnsmdeckon xumun; 01 gek 2017



OnpeodeneHue 4ucmomel 1D

n;
X2,y (T) = x,(T) = (D) 1, Xy
o n+n 1
X ny,py(T)+n, F
rot, 4 Xlia n (1 —x—z)
o4 ArusHy F

433
TIK

431

429

427

425

IF
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KuHemuyeckuU aHaAU3

 OnpegeneHuve Yncna u NocienoBaTe/IbHOCTU
3/1eMEHTAPHbIX CTaANUN peaKkLunmn

* OnpeaeneHue BUAa KUHETUYECKUX YPAaBHEHUM BCEX

3/1IeEMEHTApPHbIX CTaaAUN

 OnpegeneHne 3Ha4YeHUN NapPamMeTPOB KUHETUYECKUX
YPaBHEHWN 3NE€MEHTAPHbIX CTaANM

CneunpakTUKyM ANNJAOMHUKOB Kad. dmnsmdeckon xumun; 01 gek 2017

Table 2.2 Kinetic equations

Type fla) = Rate/k gla)=kt

Order equations

F1 First order (1-a) In(1-a)

F2 Second order (1-a) 1/(1-a)

Geometric X

R2 Contracting arca 2(1-a)'? 1-(1-a)'?

R3 Contracting volume 3(1-a)* 1-(1-a)'”

Acceleratory

P1 Power law (m>1) m(a) -ty al™

Sigmoid curves

An Avrami-Erofe'ev (n=2, 3 or 4) n(l-a). [=1n(1—a)]""
(=In(1-a))i» 1

B1 Prout-Tompkins afl-a) In(a/(1-a)) + ¢

Diffusion .

D1 1-D diffusion 1/(2a) o

D2 2-D diffusion [~In(1-a)] ! [(1-a)in(1-a)] + a

D3 3-D diffusion (3R)(1-a)™”? [1 —(1-a)"*P
|| _(1 _a)lﬂ/l—l

D4  Ginstling-Brounshtein 3R2[(1-a) =1 " [1-2a/3]-(1-a)*?




KuHemuyecKuu aHanus 1D

besanpunopHble meToabl MoaenbobycnoB/ieHHble MeTOAbI

v/ pesynbTaT pacyeTa He 3aBUCUT OT v NO3BONIAIOT ONpeaenaTb TMnN v
BnAa ypasHeHus f(a) napameTpbl ypaBHeHUA f(a)

— HeBO3MOXHO 04HO3HA4YHO v/ MOryT MCNONb30BaTbCA ANA aHa/IN3a
onpeaennuTb TUN KNHETUYECKUX C/TIOXHbIX peaKkuMi, BKAHOYAKOLLLMX
YPaBHEHWUN 31eMeHTapPHbIX CTaanmn KOHKYpUpYowme u He3aBUCUMbIE

— OnpepenaeTca TO/IbKO 3HepruAa CTaAun
aKTUBaLUUun — 3aBucmmoctb A n E ot TMna

— HeBO3MOXHO NONYy4YnNTb OAHO3HAYHbIE BbIOPAHHOrO KMHETUYECKOTO
Pe3yNbTaTbl ANA C/IOKHBIX PeaKLuii ypasHeHwun f(a)

— JINHEWHaA Koppenaumna mexay
3HayeHNaAMmM An E

CrneunpakTUKyM AMNAOMHUKOB Kad. dusmyeckon xummumn; 01 gek 2017



be3zanpuopHbie (U30KOHBEPCUOHHbIE) MeMOoObl 1D

NnddepeHumanbHbin metod PpnamaHa

da E1

da
= k(Df(@ = Aexp(—E/RDf (@) In (E) = n(Af (@) ~ 57

Friedman Analysis MAJNTAXAT

log dx/dt
20]
_2_5_: 2Cu0(s) + Hz 0(9) + COZ,(g)
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1000 KIT

CneunpakTUKyM ANNJAOMHUKOB Kad. dmnsmdeckon xumun; 01 gek 2017



