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Cmpykmypa 6s0ka « MemoOdsi TA» 1D

.  Jlekumna

.  3apauwm:

ii. Onpepenenne ynctotbl obpasuya metogom [CK

iii. TMpumeHeHne metoaa CK ana noctpoeHna $a3osbix Anarpamm
BUHaApHbIX cucTem

iv. OnpeaeneHue TemnepaTypbl CTEKOBAHUA MOIMMEPOB

v. W3mepeHue Tennoemrkoctu sewwects metogom ACK

Vi. TepMOKMHeTu4Yecku aHanus no aaHHbim TFTA n ICK
lll.  Konnokesnym

V. Cpava 3aaad



Mamepuarnsl Kypca 1D

cao
https://sdo.chem.msu.ru/course/view.php?id=672

Cant HUJ1 xumTA]

https://td.chem.msu.ru/study/specialcourses/specprac-ta/



https://sdo.chem.msu.ru/course/view.php?id=672
https://td.chem.msu.ru/study/specialcourses/specprac-ta/

Yactb |

MemoObl U meopemuyecKue 0CHOB8bI
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Tepmuyeckuu aHaaAU3 —3mo... 1D

rpynna metogoB PU3MKO-XMMUYECKOTO aHaNM3a, B KOTOPbIX
M3MEHEHME KaKoro-nmbo napameTpa CUCTEMbI PErUCTPUpPYETCA
KaK PYHKUMA TemnepaTypbl UM BPEMEHU NPU NPOBEAEHUN
TemMnepaTypHOM NPOrpaMmmbl.

[TapameTpbl:

* Mmacca obpasuga;

* TemnepaTypa obpasua;

*  KONMYECTBO BblAENAEMOro Uan noraowaemoro obpasuom Tenna;

* 0b6bEM BblaenAemoro rasa;

* MEexaHU4YecKue XapaKTepuUCTUKM (annHa obpasua, ero o6vbém, aepopmaums noa
Harpy3Kkomn);

* 3/IeKTPUYECKME CBONCTBA (3/1€KTPONPOBOAHOCTb UM INEKTPUYECKOE
CONpPOTUBNEHMNE);

* (CBETOBaA 3Heprus;

* pPaAMOaKTUBHOCTb...

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020 5



Memoosl mepmu4yecKoeo aHanu3a

JugpepeHyuanbHeili mepmuydeckul aHaau3

JudeperyuanvHasa ckaHupyrowas
kanopumempus (4TA/CK)

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

TepmomexaHu4eckul aHaau3
(DIL, TMA, DMA, RUL, HMOR)

W3mepeHue mennogusuyeckux ceolicme
(TCT, HFM, GHP, LFA)

Aduabamuyeckas kanopumempus
(ARC, MMC, APTAC)

Jusnekmpuyeckuti aHanu3
(DEA)

(Ma3zoBble Nepexoabl, TemnepaTypbl NePexofos,
N3MEHEHUNE SHTANbNUN, YAENbHON
TennoemKoCT

-180 ... 2400°C

M3meHeHne Macchl U3-3a Pa3fioKeHus,
BblaeneHmna rasos Uin B3aI/IMO,E|,eVICTBI/Iﬂ C
aTMocdepon

-150 ... 2400°C

N3meHeHue pa3mepos, edopmaLnnu, BA3KO-
3M1acTMYHble CBOWNCTBA, pa30oBble Mepexosbl,
MJIOTHOCTb

-260 ... 2800°C

TemnepatyponpoBOAHOCTb,
TENNONPOBOAHOCTb, TPAHCMOPTHbIE CBOMCTBA

-125 ... 2800°C

(®a3oBble Nepexoabl, N3oTepmmnyeckan/
CKaHUpytoLas KanopumeTpus, TepMmmyeckas
CTabuIbHOCTb, MOBEAEHNE peakLum

KOMH. ... 500°C
VIoHHaA BA3KOCTb, MOBeAeHNE Npun
OTBEPKAEHUM, OUINEKTPMYECKIME CBOICTBA
KOMH. ... 400°C

17

AHanuns
BblAENAOLLNXCA
rasos

(ABIN)



Tepmoepasumempus (TT)
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Tepmoepasumempus T»;

* N3MEPAITCA NU3MEHEHUA MAcCbl B 3aBUCUMOCTU OT
TemnepaTypbl UM BPEMEHU NPU ONpeaeneHHbIX U
KOHTPO/IMPYEMbIX YCNOBUAX (CKOPOCTb Harpesa)

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

BapuaHTbI:

* [nHamunyeckana: T USMEHAETCA C NOCTOAHHOM CKOPOCTbIO

* WN3oTtepmunyeckaa: T = const

* KBasucrtatnyeckasa: m = const npn AaHHOW TemnepaType

* Hi-Res: cKOpOCTb HarpeBaHMA NOCTOAHHO MEHAETCA B 3aBUCUMOCTHU OT

CKOPOCTU NOTEPU Macchl

e ABTO-nowaroBasn (Step -Wise Isothermal, Auto Stepwise Isothermal):
obpa3sey HarpeBaeTca C MOCTOAHHOM CKOPOCTbIO A0 NOABAEHUA NOTEPU
MacCCbl C NocaeayloLWMM NEPEXOAOM B M3OTEPMUYECKUN PEKUM; NO eé
3aBepLUEHMM HArpeB NPOAONKAETCA.

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020 8



KoHcmpyKkuua mepmosecos

* BepTuUKanbHbIN AN3AUH:
— Pblyar ceepxy

— Pblyar cHu3y

* [OpU30OHTaNbHbIN AN3AUNH

T /mr

0.2

6a30Baqa NMHUA

0.1

0.0

-0.1

-0.2

-0.3

-0.4

BbiTankmneatowaa cmna

-0.5

-0.6

200 400 600 800 1000 1200
Temnepatypa /°C

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020
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I'l': munel npoyeccos

* XMMUYeCcKune peakummn
— OKUCINTEeNbHO-BOCCTAaHOBUTEIbHbIE npouecchbl

— Nunccoumaumna / pernapataumsa / pasnoskeHue
— Kopposusa

e Dn3nyeckune npoueccol
- MicnapeHue
— Cybnumauyms
— Apcobpumsa / abcopbuus / pecopbums
- HekoTopble ¢pasosble nepexoapl (Ty,p,)

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020
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Obpabomka pe3ynbmamos

TG 1%
100
90
80 1
70 1
T /% OTT /(%/MuH)
1004 e -4 }0.0
N/
N/
901 0.5
1.0
801
1.5
701
2.0
601
2.5
50 To~— K
1 b-3.0

100 200 300 400 500 600 700 800 900
Temnepatypa /°C

CrneunpakTUKyM AMNAOMHUKOB Kad. dusmyeckon xummumn; 07 ceH 2020

17

Mass Change: -12.32 %

Mass Change: -18.79 %

Mass Chania: -30.00 %

H

1]
J

40

5
Time /min

60

70

80 90
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Ymo enusem Ha pe3yabmamel T[? 1D

e ®daKTOpbl, CBSA3aHHbIE C NpUbopoM:

CKopoCTb Harpesa

CKOpPOCTb 3anuUcK AaHHbIX / YyBCTBUTENbHOCTb 3aMMUCbIBAOLLLErO YCTPOMCTBA
KOHCTPYKLUMA YCTAaHOBKMU / TMN TepMOBECOB

dopma aepratena obpasua v neym

Ammocehepa neun / pacxopn rasa-Hocutens

YyBCTBUTENBHOCTb 3aNMUCbIBAOLLENO YCTPOMCTBA

Xumuyeckuli cocmase mamepuana KoHmelHepa (muzna) pna obpasua

* @DaKTOpbI, CBA3aHHbIE C 06pa3LLOM:

Macca

CocTas

PacTBOPMMOCTb B HEM BbIAENAIOLLMXCA FAa30B
Pasmep 4yacTmy 1 NI0THOCTb YMNAKOBKU
Tennota peakuuu

TennonpoBOAHOCTb

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020 12



JuHamuyecKkue ycaosua — KuHemuka! |

T /%
100
PasfioykeHune N
90
MOHOrnapaTa
80
OKCa/laTa KaJ/ibyUA
70
T % 60 1
100 50 ] 789.5°C
7.63 mr 809.7-°C
1‘218:1)) Mmr 828.‘3*98_
90 1 .99 MI 8453°C -\
2095}@;5 A 40 21.95 mr I ——
2222 °C . . . . . . . . .
2475 °C 100 200 300 400 500 600 700 800 900
80 1 Temnepartypa /°C
70
60 -
50 4 5 °/MuH
10 °/MuH
20 °/MunH
40
100 200 300 400 500 600 700
Temnepatypa /°C

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020
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[lpumeHeHuA Tl T»;

 TepmunuyecKkas cTabuUnbHOCTb OPraHMYECKUX N HEOPraHNYECKUX BELLLECTB

* Koppo3ua metansios B aTmochepe pasINYHbIX ra30B NPU NOBbILLEHHbIX
TemnepaTypax

* [leperoHKa 1 ucnapeHue XMaKocTeun

* TeepaodasHble peakumm

* [lnponuns yrna, HedTN U APEBECUHDI

* OnpeaeneHne BNAXKHOCTU, COAEPHKAHMA NETYUUX N 30/1IbHOCTU YINIEN
* WccnepoBaHue gerngpataymm

*  TepmooKucantTenobHasa AeCcTpyKumnAa NnoaMmMepoB

* PasnoxeHwne B3pbIBYATbLIX BELWECTB

* WccnepoBaHue KNHETUKM peaKkumm

* OnpeageneHne gaBneHMA napa U TenNN0Tbl UCNApPEHUA

* CopbuunoHHbIK aHanus (copbuma/aecopbuma napos BOAbI NN
pactBopuTena)

14



JllugppepeHyuanbHslie Memoosbl

CneunpakTuK YM AWNOMHUKOB Ka d. pmsmyeckom xummnm; 07 cen 2020
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JlugppepeHuyuansbHsIil mepmuyvyeckul aHaAU3 1D

* PEerncTpupyeTcs pasHuua Temnepartyp obpasua u
3TaN0Ha Kak GYHKUMA BpeMeHUN U/nam TemnepaTypbil,
KOraa OHU noAaBepratoTca OAHOU U TOU XKe
TemnepaTypHoOU nporpamme

O O6pasey 3TanoH

ToyeyHbIV KOHTAKT
mexxay
ey TepMonapon 1 TUrnem

» AT-

16
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LugdepeHyuansbHaa cKaHUPYOWAsA Kaaopumempus I 2

* PEernucTpmpyeTca pasHuULLA CKOPOCTEUN TENJIOBbIX NOTOKOB
obpasua 1 3TaNoHa Kak GyHKLUKUA BpemeHn u/mnu
TemnepaTypbl, KOraa OHM NOABEPratoTCA OAHOMN U TOM XKe
TemnepaTypHOM Nporpamme B OAHOW N TOU e aTmocdepe
NPW UCMOJIb30BaHUN CUMMETPUYHOMN (cABOEHHOM)
U3MepUTEeNIbHOU CUCTEMDI (1ISO 11357-1)

O6paszel, StanoH

Tepmonapa nmeet
KOHTAKTHYIO NJOLWWaaKy
T C TUrnem

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020 17



OCK / mBT/™mr

050{ | oo
0.45-
| O6paszeu;: 80% SiO, + 20% K,SO, ACK ¢,
0.40- Macca obpa3ua: ~20 mr
Tvrenn: Pt+KpblwKa
0.35. CkopocTtb HarpeBaHusA: 10 K/muH
ATmocoepa: aproH Mini-DTA
0.30-
0.251 ATA
=
0.20-
0.15-
540 550 560 570 580 590 600 610

Temnepatypa / °C

[ITA u [ICK
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Ymo usmepsarom? 1D

[poueccol, cConpoBOXaatoWwmeca U3SMeHEeHNEeM TENI0BbIX
CBOWCTB MW TENI0BbIMU 3P PEKTaMM

NaeHTndmnKaums amopPHOCTU U KPUCTANSTMYHOCTU
maTepuana

OnpepenerHne $a3oBbIX NEPEX0a0B
N3mepeHne Ten10EMKOCTH

TennoTbl XMMUYECKNX peaKkL Ui
OKkucnntTenbHasa / Tepmmnyeckan cTabmabHOCTb
KnHeTmnyeckne nccnegoBaHuA

Moanmopodunsm

CoBMeCTUMOCTb KOMIMOHEHTOB

[eHaTtypauma benkos

Yncrtorta BewecTts

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020 19



Tunel npubopos /ICK T»,

TennoBoro NoToKa C KomneHcauue MOLLHOCTH
(Heat Flux) (Power Compensation)

perncTtpupyeTca pasHuua Temnepatyp Mexay PerncTpmpyeTca pasHuLa mexay nogasaemoin
06pasLoM M 3Ta/IOHOM MOCNAe COOTBETCTBYHOLLEN MOLLHOCTbIO K 06pasuy M aTanoHy. Hanpamyto
Ka/IopUMeTPUYECKOM KannubpoBKM KaK npsamoe n3MepseTca nogasaeman ANA NoAfeprkaHua
N3MePEHME Pa3HMLbl CKOPOCTM MOTOKA TENOTbl TemnepaTtypbl o6pa3ua M 3TajsioHa MOYTU
NN Pa3HULLA MOLLLHOCTH. OAMHAKOBbIMU MOLLHOCTb.

ey

//’/
p 3ranoH Obpasey

77~ T W SN W > Z ,,

/ ............... ’ :f ¢ ':_,. ~ T

/ TB = : L~ Tp prw Tp

T 2y P
+ Y 4 \ 4

TemnepatypHas nporpamma neun ( T(t) ) TemnepaTypHaa nporpamma netm ( T(t))
WsmepeHue Temnepatypbi ( AT=T,-Tg) WUsmepeHue Temnepatypbl (A R -Tp)
MoToK TennoTbl QOR- Qop N3meHeHUe MowwHocTn ( AP= P Ps)
Tg = Temnepartypa 3Ta/IoHa Tgr = TemnepaTtypa 3Ta/IoHa
Tp = TemnepaTypa obpasua Tp = TemnepaTypa Npobbl
Qor = TENNOBOWM NOTOK OT NEYn K 3TaNOHY Pr = MOLLHOCTb HarpesBaHus Ne4um TasoHa
Qop = TENNIOBOM NOTOK OT NeYun K obpasuy Pp = MOLYHOCTb HarpeBaHus neuun Npooboi

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020 20



. dmnsunyeckoi xummnm; 07 ceH

ticmso npubopos [CK

KTUKYM AMNIOMHUKOB Ka

T

%////////u%m/

O



bopmuposaHue cueHana 8 [ICK T

A
8
e
©
Q
¢
z : T o6pasua
- |
------- |
‘ I ) T atanoHa
I (|
| |
|
; » >
™ I e Bpems
o | 1
4 | R
|
8 I |
= | |1
o : : Mnowaab nvka A
E | | = TennoTe nnaeneHus
Q I A |
g0 ;
= | |
3 | |
© | |
= § I |
S | |
™ I |
o [ |
Q. . » Bpems

~
M

1
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N3mepeHue memnepamypebl 1D

Reference point (cold junction)

T, T,
Measured point l .
Metal A Copper wire Vour = SpdT — | SgdT
T, :'/_ . Ty T,
HoS Vo Metal B Copper wire ~ Vout 115
- — f (S4 — Sp)dT

2 I e ' . '

— Type N
= Chromel-AuFe0.07 .
o 3 — Type T e . -
—_=2F . —_
> >
= £
S~ —4AF __ S
S S
N (L == i S5
: o | Type) 5
. : - Type E :
_10 ........ | R | R T T 1 1 1
=270 -200 -100 0 22 0 500 1000 1500 0 500 1000 1500 2000 2500
Temperature T (deg C) Temperature T'(deg C) Temperature T (deg C)
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YyecmeumesnbHOCMb mepmonap 1D

« TN S (Pt/PtRh10%):

— HageXHble Tepmonapbl C BbICOKOW YYBCTBUTENLHOCTbLIO ANS
BblcOKOoTeMnepaTtypHoro nHtepsana (Txoms. ...1650°C)

11N K (Xpomenb-aniomMenb):

— O4YeHb BbICOKasi YyBCTBUTENLHOCTL (>8 MKB/MBT) ans Hu3kotemnepaTypHOro
nutepeana (-120 ... 800°C)

 TnN E (XpoMenb-KOHCTaHTaH):

— O04YeHb BbICOKasi YyBCTBUTENLHOCTL (>15 MKB/MBT) Ans HM3koTemMnepaTypHOro
nutepeana (-120 ... 700°C)

 Tnn P (nnaTtuHenob):

— O4YeHb BbICOKasi YyBCTBUTENLHOCTL (>7 MKB/MBT) ans Hu3kotemnepaTypHOro
nutepeana (-150 ... 1000°C)

 T1un B (Pt/PtRh18%) unn W/Re (onsa ocobbix ycnosun) -~

»
.
v W P

24



CpCIBHEHUG yyecmeumesibHoOCmu ceHcopos lD

[NCK curnan / mkB/mr

{ ax30
: O6paszeLl;: 80% SiO, + 20% K,SO,
1.504 Macca o6pasua: ~20 mr (\ Tun E
| Turenb: Pt+kpbllika
CkopocTtb HarpeBaHus: 10 K/MuH
ATtmocdepa: aproH
1.00-
0.504
e ————— —_
0.0 -
530 540 550 560 570 580 590 600

Temnepatypa / °C
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Teopua ICK

CrneunpakTUKyM AMNAOMHUKOB Kad. dusmyeckon xummumn; 07 ceH 2020
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TennonepeHocC

* TennonpoBOAHOCTb

40, dT crau.coct AT 1
O=—=ATDNA——=ANT)A— =-
ot dx Ax r

 KoHBeKuus Hegi
1 .o
O~AT ,i': e

* TennoBoe nsnyyeHune
O~AT, T™

CrneunpakTUKyM AMNAOMHUKOB Kad. dusmyeckon xummumn; 07 ceH 2020
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Hynesoe npubauxceHue 1D

* CraumoHapHoe coctosiHne: @ = f(t)

. l/l,Ll,eaanO CUMMMETPNYHAA KOHCTPYKLUUA Vl3N\epl/|TeanOl7|
CUCTEMDI. Tpg = Tppr =T

 TennoobmeH mexxay ob6pasLom N AYENKOU CPaBHEHUA
OTCYTCTBYET I'sp — O

* HeT mexxdasHbix rpaHuL, mexay obpasuom u
HarpeBaTesem

* YYyuTbIBaETCA TENJI0EMKOCTb TO/IbKO 0bpa3sLa 1 3Ta/0Ha
* M3mepsieman Temnepartypa paBHa TemnepaType obpasLa

* HeT TennosbIX noTepb (BCG TENNO OT HalrpeBaTtesna K

obpa3uy nepeaaeTca TO/IbKO 3a CYET TENJIONPOBOAHOCTHU
KOJIOHKMW)

28



Hyneesoe npubauxceHue

|
(TF _TS)z;ATFS

|
(TF —T; ) = ;ATFR

(), A2) (2), <0
t ), rs oT p.8 ot D F

o (28] {2 (7] e
Ot ), rp OT ) ,x\ Ot ),

| |
D pg — D g =;(TF —Ts—Tf +TR)=_7(TS _TR)

Dpg —Dpp = IB(Cp,S _Cp,R)
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[lepsoe rnpubnauxceHue 1D
CradmoHapHoecocrosHuar O = f(t)

l/l,Ll,eaanO CUMMMETPNYHAA KOHCTPYKLUUA l/l3N\epl/|TeanOl7|
CUCTEMDI. Tpg = Tppr =T

TennoobmeH mexay ob6pa3uom U AHEMKON CPpaBHEHUS
OTCYTCTBYET I'sp — O

HeT mexdasHbix rpaHuL, mexay obpasuom u
HarpeBaTesem

YunTbIBaeTCA TEMNI0EMKOCTb TO/IbKO 06pasua 1 3TasIoHa
N3mepsaemas TemnepaTypa paBHa TemnepaTtype obpasua

HeT TennoBbix NOTEpPb (BCe TENN0 OT HarpesaTena K
obpa3uy nepeaaeTca TO/IbKO 3a CYET TENJIONPOBOAHOCTHU
KOJIOHKMW)

30



[lepsoe rnpubnauxceHue 1D

dT dT dr drT
(DFS = Cp,S —= +: C[).S —= + Cp,S —= C[).S —= + (Dr

dt dt dt dt
AT,
(DFS = ﬂcp,S + Cp,S —+ (Dr
dt
dAT gy dATgp
(DFS - (DFR = ﬂCp‘S + Cp.S T -+ (D,. — ﬂCp.R — ﬁACp.SR + Cp.S 7 + (D,.
1
dAT O, —Dp =—AT, =D
DSC~ ATy =—r®, - frAC, o — 1, d tSR s HK r oK oK
nepBad KOHCTAHTaA BpPpeMeHU
| 7, dAT
DO =——AT, — AC _ L SR
, Ol PAC , s P
¥ i ¥ N 7, dAT
r r v
”::::0:0:0:0:0:0.0.0:0.‘ ‘s fs ‘s ‘s

k time ——m f
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W —]
Tunbl 6a308bIX AUHUU 1D
[Opun30OHTaNbHaA cfeBa [Opu30OHTanbHaA cnpasa
[Opu30OHTanNbHas TaHreHumanbHas
nponopunoHanbHas Nntennas nponopuroHanbHas
nnowagun nnowagn
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Bmopoe npubnuxceHue 1D
CradmoHapHoecocrosHuar O = f(t)

. M,ﬂleaﬂbHO CUMMMETPNYHAA KOHCTPYKLUUA l/l3N\epl/|TeJ1bHOl7|
CUCTEMDI. Tpg = Tppr =T

 TennoobmeH mexxay ob6pasLom N AYENKOU CPaBHEHUA
OTCYTCTBYET I'sp — O

* HeT mexxdasHbix rpaHuL, mexay obpasuom u
HarpeBaTesem

* Y4YyunTbiBaeTcA TeNN0EeMKOCTb TO/1IbKO o6pa3u,a U 3TAJIOHA

* HeT TennosbIX noTepb (BCE TENNO OT HalrpeBaTtesna K

obpa3uy nepeaaeTca TO/IbKO 3a CYET TENJIONPOBOAHOCTHU
KOJIOHKMW)
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Bmopoe npubauxceHue N7,
TS
T /
AT,
Sms tg%
t
T dT,
o TmS - TS (%)
BTOPAaA KOHCTAHTA BpemeHM\ dc;t
ATnSmR ATSR —7 (dA Z;SmR ) 1R R (%) dt

D, ()=

v

1 dAT, d*AT
ATnSmR + rﬂACSR + 7 mSmR_ 717> mSmR
r dt dt2
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ObpabomkKa pe3ysmamos

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020
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Xapakmepu3ayua aHomanuu 1D

JKcTpanonnpoBaHHoe Havano (Extrapolated OnSet Temperature):
nepeceyeHme KacatenbHOU K 6a30BOMN IMHUN N KacaTe/IbHOM K
JIEBOU BETBM NMUKa B TOUKe nepernba

ACK f{mrBinr)
LsK3o

PeHaueTuH + 2% aMUHOOEH30MHOW KUCMOThI

KomnnekcHbIN nuk:

41 Mnowaap: 543.4 MkB/mr

Muk: 133.7°C

Havano: 1325°C

KoHeL;: 134.3°C

5 WupuHa: 1.1 °C(50.000 %)
BbicoTa: 3.9962 mkB/mr

122 124 126 128 130 132 134 136 138
Temnepatypa I°C

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020 36



Xapakmepu3ayua aHomanuu 1D

[ICK

DIN 53765
ISO 11357-2

cepeduHa \
e ACP
~_____———fepeaub -P CpeaHAAa NnMHMA
,ELSSK (;‘(MEiT(;’I\}:art)) — CKa4yoK
mennoemKocmu
Ha4ano, W ——
_'_'_,__,—'—I'
045
040 Tclru:s:et Tim‘l Tmici Ter,.j Temne paTypa
0.35

CreknoBaHue:

Hauano: 62.0°C
0.30 CepepguHa: 64.3°C
’ Mepern6: 66.5°C
KoHeLy;: 66.7 °C
N3meHeHne Cp*: 0.230 Dx/(r*K)
0.25

40 60 80 100 120 140 160
Temneparypa /°C
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Ymo enusem Ha xapakmep [CK-Kkpusgbeix? |7

daKTOpbI, CBA3aHHbIE C U3MEPUTE/IbHbIM MPNOOPOM:
* Atmocdepa neum

* Pasmep n dopma neun

 Martepuan u reomeTpua geprkatena obpasuya

* Martepuan u repMmeTUYHOCTb TUI/IA

* CKOpOCTb Harpesa

* Pa3melleHne Tepmonapbl OTHOCMTE/IbHO 06pa3La

XapaKTepuctukm obpasua:

* Pasmep yactmuy M NAOTHOCTb YNAaKOBKMU
* YcaaKa

* (CTreneHb KPUCTANINYHOCTHU

* Macca obpa3sua

* TennonpoBoAHOCTb

* TennoémkocTb
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[lpbupoda obpa3ua u npupooa npouyecca Ty,

0 : ( T
- 5265'88/;3 PET 236.15°C
54 6.79mg 52.19J/g
10°C/min
§ -10
E
2
(e}
E Indium
s 5.7mg
T 151 10°C/min
DSC ,\:mv‘.‘.:ﬁijj
-20 1 +
157.01°C 15
-25 ¢ -—
140 160 180 200 220
Exo Up Temperature (°C)

10

00

130 140 150 160 170 180 190
Temperature "C
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[lnaeneHue cepebpa 1D

OCK /(MkB/mr)
3| 3K30

0.0+

9507 °C .

-0.5¢

| le nnasneHue
-1.04

‘ 2e nnasneHue

| 3e nnaBneHue
154

935 940 945 950 955 960 965 970 975

Temnepartypa /°C

CrneunpakTUKyM AMNAOMHUKOB Kad. dusmyeckon xummumn; 07 ceH 2020 40



[1lnasneHuUe UHOUA

DSC KuVimg)
il exo

Bo3gyx

(5]

AproH

1 Onset. 1566 °C

(C

155 156 157 158 159 160
= o
Temperature *C DSC KuVimg)

a5 dexo

Onset: 1565 °C

Peak: 157.9%C, 2348 uVimg

"Onsel 1565 °C

Orsat 1557 “C

Paak: 1586 °C, 4 435 ivimg

2°C, 40529 WwWimg

10°/MuH

5°/MuH

155 156 157
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BauaHue muensd Ty,

DSC /(uvfmg)
! Exo

Kpbiwka c
OTBEpCTUEM U
351 3aKpbITbIW TUTENb

lernapartayma

r’Mmnca
304
25
20
DSC }(%l’"mg)
2N Exo
%00 ﬁ MaTepuansl TUrneii: 150 LI 230 20 20
empe
700 I
obpasey: NHann / Al
500 macca: 13.6 —14.4 mr ot
sco.  BTOpOW Harpes
o Cranb
400
300 /
200
100 '
’ J/
-100 1 ===
1400 1450 150.0 1550 1600 165.0 170.0 1750 180.0
Temperatur *C
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KanubposKku u KoppeKuuu
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Kanubposku npubopa

* [lo TemnepaType

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

al

Xl
Heating Rate: [10 Amoq:hen:'NZ Cruchie: [Pan Al perced id Sort |
Funace: [Standard DSC 200PC, TC E Sample Carier. [Standard DSC 200PC. TC E Codﬁe'-m:l
Temp. nom. emp. Mathematical | Temp. corrected c_]
T exp.

Substence rc rc Weight rc | [ Gan |

1 Hg -388 375 1,000 | -387 | Prnt
2 n 1966 1553 10,000 | 1566 | —]

3 sn 2319. 2305 1020. 2320' Add
4 ) 2714 2702 1.000 | 78| —]
5 In 4196 4193 1,000 | 4195 Insert |
_ Delete |
x|
_Cocel |
__teo |

Remark: |

Temparature range: <1300 °C - 605.0 "C. TC recalibration lmi: 10 K.

Hestng Rate IYO Atmosphese [N2

Fumace: |WDSC2NPC!C’E

Tnom. - Texp. 'C

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

Ix

Cructle: [PanAl percedid |

Sampie Camer: ISWDSCMPC. TCE

Loelt

¥

LI

RMI

Temperature range: -190.0 °C - 6050 'C. TC recaleation imd: 10K
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Kanubposku npubopa

* [1o TEeNN0BOW YYBCTBUTENBHOCTU

al

Iy Iy
{—t.—0
— _ f s N ( . )d
0, = j [k, (DSC - DSCy, it > K, J‘ DSC - DSCy, )dt
’.\' ""
HesgRate [0 Amosphes[ Cocble[FenAlopsn st |
A H St Fumnace: |suumosczmrc,lt,z Sample Camier. ISladudDSCZNPC,TC;E &n‘wﬂ-|
T ( ) Cakulaie
Ko(Tpser)= m Tonse ] T | | | | ]
T T L - = L
[(pscs, —Dscy, ) == e e s
t __Deien |
N i x|
Heating Rate: [0 Amasphere: Crucble: [PanAL cpen ot | _]c::
Fumace: [Standwd DSC 200FC. 1C E Sample Caver. [Siandad DSC 200PC. 1C € Coeffiie | ]
Sensitivity pyamw
. R
30 - T
25 ~2
=
15
1.0
200 100 L] 100 200 k. 00 500 600

Tempershus rangs 190.0°C-8050°C
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TpebosaHua K cmaHOapmam T»,

* BbICOKas cTeneHb YUCTOTbl (He meHee 99.999%)

* TOYHO YCTAaHOBJ/IEHHbIE XapPaKTEPUCTUKUN $a30BbIX NEPEX0a0B
* YCTOWYMBOCTb HA BO3AYyXE U K BO3AENCTBUIO N3/TY4EHUS

* XMMMYECKaa cTabnabHOCTb

* HW3KOE JaB/ieHUe HaCbIWEHHOro napa npm rtemnepaType
$a30B0Oro nepexoaa

* UHEPTHOCTb NO OTHOWEHUIO K MaTepPUany TUIMNA

e H6M3KKMe K uccnegyembim obpasuam tensiopusnyeckme
(TennoémKocTb, TENNONPOBOAHOCTb) N Ppu3ndeckmne (macca,
TO/ILLIMHA) XaPaKTEPUCTUKHU

¢ He CJIMWKOM MeJiKne paamMmepbl TBepabiX 4HaCTUL,
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LlekoHBos10UUA SKCriepumeHmadarsibHo2o cucHA 1a l D

* ACUMMETPUA U3MEPUTENbHON CUCTEMDI

— 3amepeHune HyneBou NnHnn
* KoppeKuuna no temnepartype
— ACK(t) (ACK(Tz)) = ACK(T)
* KoppeKuua no tennoTe
— ACK (T) = Q(T)

* KoppeKuma no Tenn10BoMy NOTOKY

— OCK (T) > ®(T7)

®,.(t) = Kq(t) [DSC(t) — (—Ko(O)AC, 5z (D)) + 71

dDSC
dt

d*DSC

+ T1T2W + ---
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Koppekuua no memnepamype

//% m
T4, ~T,p =~——(DSCy, ~ DSCy, )
tga
' eff dTé, dTmR . eff
Ty —Tp = TngR( i - i J- ‘TS{Z:R

ngk = L(DSCS: —DSCyp, )
prga
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/ - — el o
TS o TmR - rSmR(I)SmR - rSmRCp,SmR(

17

dT B dT, p
dt dt

= z-SmR

IIII

dt

of (dTg dT,p
di

|
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[Tbobornoo2omosKa o

 TwaTtenbHoe B3BewmBaHue (£0.01 mr)

* TennoBOM KOHTAKT MexKay obpasLom u
CEHCOPOM

 Penpe3eHTaTUBHOCTb NPOOBLI

*  MHepTHOCTb K MmaTepuany TUINA U ra30BOU
aTmocdepe

49



Yactb ||

lpumeHeHua memooa [ICK

CneynpakTUKyM ANUNAOMHUKOB Kad. pmnsmyeckon xummn; 07 ceH 2020

50



[lpeumyuwjecmea memooa 1D

* BbicOKaA MHPOPMATUBHOCTb

*  JKOHOMWYHOCTb

* bbicTpoTa

* CraHaapTM3aumAa TMNOBbIX 33434

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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dyHaameHTanbHble uccneaoBaHus

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020

TepmoanHammka KnHeTunka
TemnepaTtypa 1 TensoTta MexaHusm [MapameTpbl
TennoemkocCTb .
$ba30BbIX NEPEXoOa0B U peakuun KUHETUYECKUX
XMMUYECKNX PEeAKLUMN YpaBHEHMUN
TepmognHamunyeckue
da3oBble bYHKUMM
Anarpammol

52



[ Cneundunkauma H Pa3paboTKa HOBbIX MaTeEpPMaAnNoB ]—)[ [Monyyenune } I

TennoemkocCTb,
T/0, GYHKUMK

T

Tepmunyeckas,
XMMUMYeckas
CTabuUNbHOCTb

I

CteknoBsaHue }

[MnasneHwue,
nonnmopPunsm

CteneHb
npeBpaLLeHNA

=

'

XpaHeHue,
aKcnayaTayma

CoBmMecTMMOCTb
KOMMOHEHTOB

KnHeTtnyeckas
Mmoaenb

1

da3oBble
Anarpammol

[Mpnumecu ]é—

CrteneHb
KPUCTAaNNUYHOCTHU

[ KOHTpO/1b KayecTBa
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N3mepeHue mersoemKkocmu 1D
ACK Apnabatmnyeckas

* ManeHbKasn HaBecKa — KaNopUMETpUA
H6obllaA NOrpeLwHoCTb * bonblwaa HaBecKa — MeHblle

* Bblcokas ckopocCTb NOTPELIHOCTD
HarpeBaHuWA — 6ONbLLION * Hwu3Kaa CKOPOCTb HarpeBaHUs
rpafuMeHT TemnepaTyp B — TennoBoe paBHOBecue B
obbeme obpasua obbeme obpasua

e Tennosble notepu bonblue * TensioBble NOTEPU MEHbLUE

* DKOHOMMWYHO * [loporo

* BbicTpo * fonro

3-7% <1.5%
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N3mepeHue mernaoemKocmu |

DSCS+pan — DSCzeroline = KCD.BmSCp,S c _ DSCS+pan - DSCzeroline mpg c
P DS CR+pan — DSCzerotine Ms PR

DSCR+pan — DS5Cyerotine = KCD:BmRCp:R

DSC /uV Temp. /°C
1 exo
1 e — — =} 1100
//
-2 L
// 1000
-4 1 t 900
-6 4 /
800
7
8 7

t 700

-10 [4] CS_Zeroline.bdc_7.mdc | goo
12 DSC
T T e Temp. f
[5] CS_Cp_measurement.ddc | 300
-14 1 DSC
Temp. [ 400
-16 1 [6] CS_Calibration.ddc_7.mdc
DSC F 300
-18 1 Temp.
—_— v v v v v v ‘200
260 280 300 320 340 360
Time /min
Ko(T)
B cp(T)Bm
- (OF — O (OF — O
iso,end,S 1so,st,S iso,end,0 1so,st,0
{CDS - lq)iso,st,s + t —t (t - tst)]} - {CDO - lq)iso,st,o + t —t (t - tst)]}
end st end st
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NcmoYHUKU owuboK

135

130

125

Cp (J/(mol-K))

120

115
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N3meHEeHMEe NONOXKEHUA TUTAA B AYENKE

Pasnnune tennodpusnyYecKknx XxapakTepucTuk obpasua u
ctaHgapTa K& ~ K3,
OTtnnyme cpeaHen TemnepaTypbl 0b6pa3ua oT U3mepAaemMmomn
TemnepaTtypbl

Opend Hyneson avHum (ASTM E-1269: Ty, — T < 200°C,

f =5+ 20°/MuH)

Average Cp
Sapphire
o Delta

F-15

''''''''''''''''''
900 1000 1100 1200 1300 1400

T(K)

0,0

L -05

L -1,0

Delta (%)

g
[=}

n
%]

-3,0

Cp (J/(mol-K))

130 +

125

120 4

115 4

110

Average Cp
Sapphire

500

T T T T T T T T T T T T T T T T T T
600 700 800 900 1000 1100 1200 1300 1400

T (K)

g
=

=
%]

=
o

T
o
wn

o
=}

)
wv

-
o

=
6

n
=}

Delta (%)
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N3mepeHue mernsaoemKkocmu T»;

PacyéT TepmoanHaMUYECKUX PYHKLU NI

tc,(r) i
S(r)= [ =ar Hy, —Hy, = [ C,(T)T
T
0 i
0, Lo (T
€)= ZaiCE”(TJ Sr, =57, = | pT( a
e 7
N Li0.8Ni1.202 J“ = gzéceﬁli?ntzgd
fo o $°,.,(DSC) = 54 [y/monb-K
g ‘,. S%,50(am.kan.) = 52.3 Axx/monb K
:: ﬁ A=3.2%
46 p—*"/j | | | | | | | |

Temperature K
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[locmpoeHue a308bix oua2pamMmm

1200
1000 - Liquid ) /,»7 I
—
800 -‘{\\ —
{
%) [ (Ag) (Cu)
8 &)0 I al Ag '. i
b~ ,' |
| |
| [
400 !
200 1
0 T T T T T T T T T
0 10 20 30 40 50 60 70 80 90 100
(@) Ag Cu (%) Cu
Cooling Heating
= <
~
S h g
2 N __ ¢ o
@ - @
o - =% ~ ~
g h N s g 5 b \ -
b Ve
S — — N —_ | _ < _ S =
(a) A Composition B (b)y A Composition
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[TocmpoeHue ¢ha308bix duacpaMM 1D

Heobxoamnmo ybeamTbes, YToO NOSy4EHHbIE
pe3ynbTaTbl OTHOCATCA K PaBHOBECHbIM Npoueccam!

1. CKOpOCTb CKAaHMPOBAHUA

2. Macca obpasua

3. KoHeyHaa cKopocTb AUPPY3MM B KUOKOU WU
TBepaon dasax NpUBOAUT K HEOAHOPOAHOCTM NO
cocTaBy B obpa3ue nocne ¢.nm.
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[TocmpoeHue ¢ha308bix duacpaMM 1D

NCTOYHUKU OLLNOOK

HepaBHOBECHOCTb MCX0AHOro 06pasua HepaBHOBECHOCTb YC/I0BUN U3MEPEHUSA

MeTtactabunbHasa ¢pasa bonbwaa macca obpasua
Hannume npomexytouHoun ¢pasbl BbICOKaa CKOPOCTb HarpeBaHuA
HeoaHOpOAHOCTb NO COCTaBY BblCOKaA CKOPOCTb OXNaXKAeHUA

Alloy 718 1200 1224 1247

i l l |

Exothermic ——

1292 1292
1294

As-cast 1H Homo. 10H Homo. 48H Homo.

13471

1346 1346

<—— Endothermic

1 1 i 11 345.8 1 1 1 1
1200 1300 1200 1300 1200 1300 1200 1300

Temperature (°C)
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[locmpoeHue a308bix oua2pamMmm

b b N
170045 7, L 1700 L 1700 L
Tieso 1880\ 1650
E L - T8 "..
$ 1600 1600 —— T 1800
gmo . y T 1580 7t sso ‘ T
1500 ot+p 1500 atp 1500 a+f
5 10 15 20 25 20 § 10 15 20 25 0 5 10 15 20 25 20
Compoeltion (%) Composition (%) Composition (%)
500 500 . 500
T a0 400 | 400
% a0 | a0 | 300
H(T)=const+C,T+A,H(1- £,(T)) g 2o 200 200
Y o100 ) 100 100
n X T - X 1500 (1580 1600 1650 1700 1500 (1550 1600 1650 1700 1500 1550 1600 1650 1700
N cealurs s
f T —_ — L 0 | Tempaeaturs (K) | Temperature (K) Temperaturs (K)
S - - 20 ; ; 0 :
— | : | A 20
n .XL T .XS T g ; 175| 17.5 ?
: ; ; 15 15 |
125| 125 5
10/ 10 )
_ nB,L _ nB,S 75| 7.5 |
XLT——,)CST—— 5| 5 )
i ]
ny ng 25| "] 25 |
1500 1550 1600 1650 1700 1500 1550 1600 1650 1700
15 : 15
10 ; 10}
5 : - S -
€ - i :
5 1500 (1580 1600 (16850 1700 1500 (1550 16001650 1700 1500 1550 1600 1650 1700
55— = 5 — 3 p——
-10 i -10 g 10/
-15 I 5 -15 ! -15
Te Ts TL Te L Te
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OnpeodeneHue Yucmomei 1D

OnpepeneHne Nnpumecen B BELLLEECTBE MO
NOHMKeHUIo TemnepaTypbl nnasneHmna (ASTM E 928)

Toa YpaBHeHune WWpeanepa
T b+——-=
" |
! l
T : : . d (lnxf(l)) ArysHa
AN dT  RT? (AfusHA # f(T ))

Ap H (T =T AryH, T —T,
Inx, =In(1—xg) = fus A( O»A)z fusi1A 0,A

RTo AT R 12,
_F = na(T) _ ny,qy(T) + 1y IRCYO (T) +n,
Ny e N () + 1y, (T) + 1y ny +ny

B TBepaomn ¢dase ToS1IbKO OCHOBHOM KOMMOHEHT!
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OnpeodeneHue Yucmomei 1D

np
x, n(T) = x,(T) = X
20) ? ny,q)(T) + n, ?
o)  nit+n, 1
Xy n,py(T)+n, F
r=T, , -0 ln(1—x—2)
04T ArysHy F

433
T/K

431

RT§, 1

X
AfusHA ’ F

429

427

425
0 2 4 6 8 10
\F
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KuHemuyecKkuU aHaauU3

 OnpegeneHune Yncna n nocienoBaTe/IbHOCTHU
3/1eMEHTapPHbIX CTaANN peaKkLunm

 OnpegeneHne BnAa KNHETUYECKUX YPaBHEHUM BCEX

31IeMEHTapPHbIX CTaaAnM

 OnpeaeneHue 3Ha4YEHUM NAPaMETPOB KUHETUYECKMUX
YPaBHEHUN 3/IeMEHTAPHbIX CTaANM

CneunpakTUKym ANNAOMHUKOB Kad. pusmyeckom xummnm; 07 cen 2020

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

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(cr)lmtym o™

Sigmoid curves

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

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

Diffusion .

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

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

D3 3-D diffusion (3R)(1-a)? [1-(1-a)"P
|1_(]_u)m,l~1

D4  Ginstling-Brounshtein GBRI(1-a)”=1]" [1-2a/3)-(1-a)**
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KuHemuyecKkuU aHaauU3

be3anpunopHblie meToabl

v/ pesynbTaT pacyeTa He 3aBUCUT OT
BMAa ypaBHeHUs f(a)

— HeB0O3MOXXHO O4HO3HAYHO
onpeaennTb TUN KUHETUYECKUX
YPaBHEHWUN 3N1eMeHTAPHbIX CTaanmn

- OI'IpG,CI,GfIFIETCFI TOJ/IbKO 2HEPTINA
dKTnBau

— HeBO3MOXHO NO/MYYNTb OAHO3HAYHbIE
Pe3yNbTaTbl A5 C/IOMKHbIX PeaKLui

CrneunpakTUKyM AMNAOMHUKOB Kad. dusmyeckon xummumn; 07 ceH 2020

MoagenbobycnoB/ieEHHbIE METOAbI

v NO3BONAIOT ONpeaenaTb TUM U
napameTpbl ypaBHeHUA f(a)

17

v MOTYT NCNOJZ1Ib30BATbCA ON1A aHA/INU34

CNOMKHbIX PeaKLUMI, BKAKOYAOLWMX
KOHKYpUpYOLWMe U He3aBUCUMbIE
cTagmu

— 3aBucMmoctb Aun E ot TMna
BbIOPAHHOIrO KNHETUYECKOro
ypaBHeHuA f(a)

— JIMHEWHaA Koppenaumna mexay
3HayeHNaAMmM A n E
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be3zanpuopHbie (U30KOHBEPCUOHHbIE) MemMoobl 1D

AnddepeHunanbHbln metoa PpmamaHa

E1l

da da
= kDf(@ = Aew(~E/RDf@  In (E) = n(4f (@) ~ 7

Friedman Analysis MAJTAXAT

log dx/dt

25 2Cu0sy + H20g) + COz gy

-3.5

4.0

-4.5 -

...................................

1000 KIT
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XumuyecKue peakyuu T»,

* N3mepeHune sHTanbnnn peakummn metogom [CK —
HeKoppeKTHanA 3aaa4va, ec/u:

— YYaCTBYIOT ra3oobpasHble BellecTsa
— HEeBO3MOXXHO onpeaennTb TeNJIOEMKOCTb NPOAYKTOB

— peakums NnpoTeKaeT He A0 KoHua /
HecTexmomeTpuyecKas

* B oCTanbHbIX CNAy4aAaAX MOXHO NMPOBECTU OUEHKY
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Yactb |l

HemHO20 cmamucmuKu
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ISO 5725-1
Reference value
A
Probability Trueness
density < >
>
< . > Value
Precision
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Accuracy l D

igh trueness
high precision

high trueness
low precision

Trueness

ow trueness low trueness
low precision high precision

Precision
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