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TepmorpaBMMeTPUYECKNIN aHANU3
(T nnn TTA)



U3MepsieTCsl M3MEeHeHle Maccel oOpasiia B
3aBUCUMMOCTI OT TeMIlepaTypbl MAM BpeMeHU
IpU  OIPEAeA€HHBIX U  KOHTPOAMPYEMBIX
yCAOBUSIX (CKOPOCTB HarpeBa, atmocdepa)
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OnpepeneHne KOPPO3NOHHOM

Herngpatauna CuSO,*5H,0 CTOMKOCTM METa/IIOB U CMNNaBOB
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Tunbl Npoueccos
Xumuueckue peakuum

l. A(TB)->B(TB)+C(r)
1. A(T8)+B(r) >C(18)+B(r)

TepmunyecKkoe pasnoxeHue

CrapeHune nonnmepos _ TepmoKuHeTU4ecKmii

Koppo3ua metannos 1 cnnasos aHanus

OKkucneHune
dusmnyeckue npoueccol
NcnapeHune BoAbl AW APYroro pacTtBopuUTens
Cybnnmaumsa

Apncopbumnsa / necopbuus



YcTpouctBo npmnbopa
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YTOo BAnAeT Ha pe3ynbTratbl TTA?

¢ q)aKTOpI)I, CBi3aHHBIEC C HPMGOPOMZ

CxopocTts Harpesa

Popma aeprkareass oOpaslia, €4y U KOHTelHepa 4451 o0pa3na
Atmocdepa neun

YyBCTBUTEABHOCTD 3aIIMCBIBAIOIIEIO YCTPOMCTBA

XMMM4YecKnil COCTaB MaTepuasla KOHTelHepa 4451 o0paslia

¢ (DE:IKTOpr, CBsA3aHHBbBIE C 06pa3u0M:

Macca

Cocras

PacTBOpMMOCTD B HEM BBIAEASAIOIINIXCS Ta30B
Pasmep yacTun 1 IIAOTHOCTD YIIAaKOBKI
Tennaora peakuyn

TenmaonpoBoanocTh
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AnHamuuecknm pexkxmm: Tlr-kpusaa nycroro TUIA

HR /(K/min)
TG /mg Temp. /°C
-25
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- 20(
0201
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-0.25 -
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Time /min

Heobxoguma KoppeKuua s3KCNnepumMeHTa/IbHOro CUrHana Ha nycToii Turenb
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Macca HaBeCKu

1 2 3
CaC,0,*H,0 15y >CaC,0 415 +H;0 > CaC03(yy+CO > Ca0 1y +COy

T /%
100
9 N
80 ]
70 ]
60-:
50 789.5 °C
1 7.63 mr 809.7.°C
] 1{21%% MI 828.3°C
1 . Mr 45 °
401 21.95wmr 8453°C -
100 200 300 400 500 600 700 800 900
Temnepatypa /°C
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CKOpOCTb HarpeBaHuUA

T /%
100 1
] 2095 °C—
] 222.2°C
80-: 247 .5 °C
70-:
60-:
504 5 °/MuH
1 10 °/MwuH
1 20 °/MuH
40
100 200 300 400 500 600 700 800 900

Temnepatypa /°C



ATMmocoepa

OKNCANTENbHO-BOCCTAaHOBUTE/IbHbIE peakunmn TepMO,CI,I/I HaMmmnyecCckoe paBHOBECUE

Munepan Fe** Fe3*,(PO,),/3,.,*YH,0 CaCO; = CaO + CO,
BRI

TG /%

100

95 o
Cyxoun Bo3ayx

90 A3oT

85

1 - Fraction reacted / ( 1-a)

801

75

L

100 200 300 400 500 600 800 90 1000
Temperature /°C Temperature °C
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KannbposKa npnbopa

Balance

Table Curie point
calibration samples for TG

Sample T/(°C)
Permanorm 3 259
Nickel 353
Mumetal 381
Permanorm 5 454
Trafoperm 750

Apparent
mass
value

T TaTy

Temperature

15



NnoddpepeHunanbHble meToabl



AnddepeHumanbHbiM TEPMUYECKNN AHANN3

namepseTca pasHuUUa TemnepaTypbl obpasua wu
TemnepaTyp 3Taj/iloHa B TeYeHMe BpPemMeHUu WUAu
TemnepaTypbl, Koraa OHMU noasepratoTca

OAMNHAKOBOM TEMNEPATYPHOMN NPOrpamme

OB6pasey 3TanoH

ToueuyHbIT KOHTAKT
MeXXAY
TepMOIIapOI U
TUTAEM

T

- AT-
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OnddpepeHumanbHaa CKAHUPYIOLLLAA KAaIOPUMETPUA

°* U3MepsaeTca pasHuUa Temnepatypol obpasua wu
TemnepaTtyp 3TaloHa B TEYEHUEe BPEMEHU WU
TemnepaTypbl, Koraa OHU noaBepraroTca
OAMHAKOBOM TEMNEPATYPHOM NPOrpamme

O6pasey, OTanoH

Tepmomnapa nmeer
KOHTAKTHYIO
I1A01IaAKY C TUTAEeM
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OTA n ACK

OCK / mB1/™mr
0.504 l 3K30
0.45-

Ob6paser: 80% SiO, +20% K,SO, OCK ¢,
040/ Macca obpasna: ~20 mr

Turean: Pt+kppiika
0.35, Cxopocts Harpesanyst: 10 K/mun

AtMmocdepa: aproH Mini-DTA
0.30-
0.25 ATA

s
0.20-
0.15
540 550 560 570 580 590 600
Temnepatypa/ °C

610
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Ob6nacTb UccnegoBaHUA: NPOLECChl, CONpoBOXaatoLmnecs
nornoweHmnem (BblaeneHnem) Tenaa uam nsmeHeHmem
TEeN/JI0EMKOCTU

Xumuueckue ‘ las |
peakumu

Crekno

Kpuctann, a

Kpuctann, B |
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TennonepeHocC

* TennonpoBOAHOCTb

a0 AT 1
O =—=MT)S— =—-AT
dt ()SAx r

* KoHBeKUUA

O~AT

* TennoBoe nsnyyeHune

O~AT, T



Cxema ycTpoucTtBa npmbopa

NSNS




Tepmonapbl
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dopmunpoBaHuMe cnurHana
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T aTanoHa
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Bpems
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Mnowaab nuka A

el o T el r e ]

-

= -« =
(Le] — go]) dAredsuwaL eNMHERH

edALedsuwal

24



Hynesoe npnbanxeHue

. CraumMoHapHoe coCToAHue
. HeT mexdasHbix rpaHul,
. YUYnTbIBaeTCA TENJIOEMKOCTb TO/IbKO 06pa3ua 1 3TaNoHa
. NaeanbHO CUMMETPUYHAA KOHCTPYKLUUA N3MEPUTENBHOM
cucTembl
. N3mepsaemana TemnepaTypa paBHa Temnepatype obpasua
. HeT TennoBbIX NoTepb
DSC /(mW/mg)
1 exo /
/ Al Al (/
Te S R ? Te
-0.35 A
N4 /
oo N AS Pa e
F F
70 80 90 100 110 120 130 140 / ;rS TR é



Hynesoe npnbnuxenHune
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[MlepBoe npmnbamneHme

dT dT dT, dT,
Do =C c——+ =C _ ——+C - + @
F8 .S dt @ JE) dt 7.8 dt fEn) dt I
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XapaKTepnCTUKa aHOManmnn

DSC Huvima)
Lexo
11
10 Peal: 1114 °C, 1.0629 uv/mg
0.9
Onset 105 1 °C End 11927
[2.2]
0.8
OCK fmBETMM)
050 1 Vo430 Area: 16.09 pvsimg
07
0451 60 70 80 90 100 110 120 120 140
Temperature /°C
0.40 4
0.35 1
CTeKknoeaHue:
Hayvano: 62.0°C
0.0 1 CepeguHa: 64.3 °C
' Mepern6: 66.5°C
KoHeu; 66.7 °C
MzameHenne Cp*: 0.230 x/(r*K)
0.25 1
40 60 80 100 120 140 160 28

TemnepaTypa °C




XUMMYeCcKasa peakuma n nnasaeHune

DEC Amivdimg)
L

0o

130 140 150 160 170 180 190



YTo BAnsaeT Ha xapakTtep JCK-Kpusbix?

*daKTopbl, cBA3aHHbIe ¢ npubopom:

-CKOPOCTb HarpesaHua/oxnaxaeHus

-aTmocdepa

-MaTePMaAN N KOHCTPYKUUA TUTSIEN, MONTOKEHNE OTHOCUTENBHO
CeHcopa

-4yBCTBUTE/IbHOCTb U pPa3peLlatoLan cnocobHOCTb CEHCOPA
*daKTopbl, cCBA3aHHbIe ¢ 06pasuom:

-cnocob nonyyeHms (pas3nmyHbie NONMMOPPHbIE CTPYKTYPbI
OHOTO U TOTO e BellecTsa)

-$a30BbIN U XMMUYECKNIM COCTaB (Npumecu BAUAKOT Ha
TemnepaTypy ¢as. nepexonos; ceJoBOe KOIMYECTBO
NPUMECeN MOKET KaTa/IM3MPOBATb TEPM. Pa3NnoXeHue)
-npobonoaroToBKa (nepetnpaHme, ycagka, Macca HaBeCKU U
T.M.)



CKOpOCTb HarpeBaHuUA

D5 Kuivimg)
15, Lewo Poak: 1586 C, 4 &35 ivimg
k: 1592 *C, 4.0629 uVim
410 1
a6
]
10%MuH
30 4 .x.
Paak: 187.9°C, 2385 uimg
251
o/
5°%/MuH
201
15 4
104 {MWH
Cnged; 15850
ns4
"Onael: 1565 °C
001, : . g , . . i —
155 156 157 158 159 160 181 162
Temperature M2
TG 1% DSC /(mW/mg)
texo DSC /(mWi/mg)
0= T N e ———— — T — e e e
-"“"I 0 1 exo
0.0
99
j 1
98 \ -1
| 05
97 [
| 2
96 | 10
l 3
95 | -
\ y 1 2
94 \
\\ 4
93 M
Ny -2.0
N
92 a
184 186 188 190 192 194 196 198 200
100 150 200 250 300

Temperature /°C

Temperature /°C
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ATmocdepa

Gas at 1 atm

Helium
Nitrogen

Ailr

Carbon dioxide

Thermal conductivity at 373 K/(1072 J/(smK)

17.77
3.09
3.17
2.23

DS Kuvimag)
J e

159 160 161 162 163

=)
Tarmpsrature FC
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Kannbposka npmnbopa

* Ilo remnieparype

Temperatire Calbeation Caloul = x|
Heatirg Rate: [10 Arvoighese: 112 Cucble [Pandi percedid Sent |
furace [SlandwdDSCROPCICE Sanple Caser [StandndDSCAOPCICE ml
Cokuiue
2 v-n::a-n. l-;q nw 1-..~ I[ i
! M| 1,000 87 Pt
2 n % ! 'ocm. % ! J
3  ———
B 1000 9% Iraest I
_Duee|
= |
_Cacet |
o |
Renasi. |
Temperatuse ange 1300 T« 5050 °C. TC recalvadion Wt TOK.
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Kannbposka npmnbopa

* I1o Tern10BOII 4yBCTBUTEABHOCTI

I‘, lj
; = J’ |k, (DSC-DSCy, it —2 5k, j (DSC—DSCy, )it
l, I

x
Cuctie Farhil iom = |

e A |
A” HT (S’) Fumsce DSCANPCICE Serche Cover [Flarimd DS A0FCICE _Comtcrts |
K (T ) — ! onsel o

ot ) = st
O\ onset f5 = l e, Iu:u |M-|o;—mmlm lmw...:..l e

a1 %8| <31 080 -éll")J' 3':'.034 .' 099 | .::S}l Pt
J(scs, ~DsCyy e === =SS s
P £ - 410 | 19 2 Irpadt I
S tewe |
= =il =
Cacel |
g e [0 | Coroctler (Pan AL, cpen. ; l et |

Funan [lndndDSCA0PCICE Swwle Cove frrmamitic e 1CE . _ e |

Yevpeass sange 10T SB0C
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[loumeHeHne metoga ACK



[lpenmyllectsa metoaa JACK

Bbicokaa MHPOPMaATUBHOCTb
JDKOHOMUYHOCTb

bbicTpoTa

CraHaapTU3ayma 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 Measuring of Transition Temperatures of
Petroleum Waxes by DSC: ASTM D 4419-90

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 Determining Specific Heat Capacity by DSC:
ASTM E 1269-95



dyHaamMeHTanbHbIE NCCNneaoBaHuUs ]
|

[TEDMD,EI,MHBMMKEI [ KnHeTuka ]
| |
Temnepatypa (
[MapameTpbl
MU TennoTa MexaHnam
TennoeMKocTb B KMHETUYECKUX
drazoBbIX peakuuil .
ypaBHEHWI
nepexonoB N
| | ,\
da3oBble TepmoguHamuyeckue
anarpammel bYHKUMK




PeweHne npunKkaagHbIX 3a4au

OnTnmun3saumna ycnosum Ycnosus
noay4yeHuA aKcnayaTauum
Hosble
matepuanbl
KoHTponb

KayecTBa [MacnopTnsauma




[lpMmep: KOHTPO/Ib KayecTBa meaa

[Simperler-2006]

(a) (h)

plak'g"]
CpK'g"

i
i

H g’
H gl

A m o

420 FCH 260 330 380
TIK] T K]

[Ball-2007]

Component Average (%) Range (%)
Water 17.2 12.2-22.9
Fructose 38.4 30.9-44.3
Glucose 30.3 22.9-40.7
Sucrose 1.3 0.2-7.6

Other disaccharides 7.3 2.7-16.0
Higher sugars 1.4 0.1-3.8

Gluconic acid 0.57 0.17-1.17
Acids (not including gluconic) 0.43 0.13-0.92
Lactones 0.14 0.0-0.37
Minerals 0.17 0.02-1.03
Nitrogen 0.04 0.0-0.13

T,rtoK03bI=295K<T,caxapo3bi=319K
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[Tpymep: KOHTPOIb Ka4YecTBa LLOKOoAaAa

Vi
{
Crystal Melting Ranges of Cocoa Butter
VAECK DUCK WILLIE & LOVEGREN ET. DAVIS & DIMICK
(1960) (1964) LOVEGREN AL (1986)
(1966) (1976)
Form | Temperature | Form | Temperature | Form Temperature Form | Temperature | Form | Temperature
7 17 Y 18 I 17.3 VI 13.0 1 13.1/17.6
[ 21-24 [} 23.5 1 233 Vv 20.0 1 17.7/19.9
1 255 v 23.0 11 22.4/24.5
i) 28 [ 28.0 v 273 111 25.0 4Y 26.4/27.9
B 33.0 \Y% 338 Il 30.0 A 30.7/34.4
B 34-35 B 344 VI 36.3 I 335 VI 33.8/34.1
\
%

R
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[MpobonoaroToBKa

TwaTtenbHoe B3sewmsaHue (+0.01 mr)

TennoBOW KOHTAKT Mmexay obpasuom u
CEHCOPOM

Penpe3eHTaTUBHOCTb NPO6bLI

NHEepPTHOCTb K MaTepuany TUrna u ra3osBou
atmocoepe

41



OnpeaeneHne napameTpos ¢pa3oBbIX
nepexoaoB MHANBUAYANbHbIX BELLLECTB



da30Bble nepexoabl

lJ

[lepBoro poaa

\ I_i BToporo poaa

NonnmopdHble naaBneHue

npespaLleHuns \

UMHKOHTPY3HTHOE KOHIPyaHTHOE




N3meHeHne TepMoaANHAMUYECKUX PYHKLUMN NpKn Ha30BbIX
nepexoaax nepsoro (1) n sToporo poaa (Il)

G b S [
. |
—
o
T T
V & I C [
|
I
T |
T T
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Sex LXK

WHKOHTPY3HTHOE TUIABIEHIIE

S+ B
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Kpusaa [ICK ana obpasua HUTpaTa Kanmsa

DSC /(mW/mg)
1 1T exo
; Onset: 129.2 °C Onset: 332.4 °C
0 5 );;fm/;-i[}..?ﬁ Jig ﬁ%ﬂ{n 8 Jig
-1
2] y
3 N
- {
3 s
4] \
5 :
6 i

150

200

250

Temperature /°C

300 350
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Kpusasa ACK ana obpasua (NH,),Mg(S0,),(H,0), (p=100 6ap)

DSC /(uV/mg)

00]Texo

Onset- 1242 °C

-0.5 -

-1.0 1

-1.5

-20

-2.5 -

-3.0

-3.5 -

15 20 25 30 35
Time /min



OueHKa napamMmeTpoB naaB/eHUA TEPMUYECKM

HecTonKunx Bewects metoaom J1CK (sabkina Ts., J.
Therm. Anal. Calorim. (2010) 101:33-40)

DSCAmWimg) T
5 DSC 109
2 Onset: 198.0 °C 95
Arca: -2504 J/g
i, —4 0
= &
Z -6 8-
z Onset: 197.6 °C 5
e .
= M an —6.399 =
= p o B
2 -10
70
-12
65
-14
140 160 180 200 220 240
Temperature/°C
474 |
WG
/
472 - =

468 A

Effect temperature/K

® Experimental data
Best fitting curve

0 5 10 15

Heating rate/K min™!

20

DSC/(mW/mg)
* Exo

Heat flow/mW mg-

20 20K/min

185 190 195 200 205 210
Temperature/°C
311 i

3049 \

\~7
® Experimental data
Best fitting curve

2
o
1

28

27 1

Thermal effect/kJ min™

(3]
(=)

.

) », L) X L]

0 5 10 15 20

ati in=!
Heating rate/K min 48



[locTpoeHne pa30oBbIX AUarpamm
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H(T)=const+C,T+A H(l

xL(T)_xO

~£.(7)

1O = oyl

-3
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Bbibop ycnoBmmn cbemku

Heobxoanmo ybeauTbes, 4TO NOlYyY4EHHbIE
pe3ynbTaTbhl OTHOCATCA K PaBHOBECHbIM npoueccam!

1. CKOpOCTb CKAaHMPOBAHUA
2. Macca obpasua

3. KoHeyHaa CcKopocTb AudPy3nnm B KUOKOU W
TBepaon $pasax NpuUBOAUT K HEOAHOPOAHOCTU MO
coctaBy B obpasue nocne ¢.n.
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da3oBble AanarpamMmmbl. UCTOYHUKA OLLMNOOK

HepaBHOBECHOCTb MCXOAHOIO HepaBHOBECHOCTb YCI10BUMA
obpasua U3MepeHnsd
MeTactabunbHas dasa Bonbluas macca obpasua

Bbicokasi CKOPOCTb HarpeBaHus

Hanuuue npomexxyTouyHou gasbl
Bbicokas CKOPOCTb OXnaXkaeHus

HeogHoOpoAHOCTL MO cocTaBy

Alloy 718 1200 1294 1247

i l l l

Exothermic ——

1292 1292
1294

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

1347 1

1346

<+ Endothermic

1346

1 1 i 1‘1 345.8 1 1 1 1
1200 1300 1200 1300 1200 1300 1200 1300
Temperature (°C)
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N3mepeHna Tenn10emMKoCTH



[lpenmyLuecTBa U HeAOCTATKU

ACK

ManeHbKasa HaBecKa —
bonbluas NOrpewwHoOCTb

BbicOKas CKOpOCTb
HarpeBaHusa — 60/1bLLION
rpagueHT Temnepartyp B
obbveme obpasua

Tennosblie notepu bonblue
JKOHOMMYHO

bbiCcTpO

3-7%

Apmnabarmnueckan
Kanopumerpusa

bonbwaa HaBecka — MeHblue
MnorpewHoOCTb

Hu3Kana CKOpPOCTb HarpeBaHuA
— TenaoBoe paBHOBEcHe B
obbeme 0bpasua

Tennossble noTepmn meHbLleE

Loporo
Nonro

<1.5%
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Ob6paboTKa pe3y/bTaToB

DSCS+pan - DSCzemline = Kmﬁmscp,s c _ DSCS+pan - DSCzerﬂEine meg c
PS5 DSC DSC, PR
_ _ R+pan — zeroline Ms
DSCR+pan DSCzerotine = Kd:ﬁmﬂcp,}? P
DSC fuv Temp. [°C
T exo
(V) [—— = — = } 1100
Fa
21 i 1000
'y ~
800
=6 1 /f 800
-8 // —
-101 [acs Zemline[.)t;:c 7mdc | oo
B . e Termp.
[5]1 €5 Cp_measurement.ddc s00
-14 DSC
Tamp. 400
-16 [6] C5_cCalibration.ddc_7.mdc
osc 300
-18 4 Ternp.
— Y L] L L T T m
260 280 300 320 340 360
Time fmin
K4(T)
cp(T)pm

{'i's - [cbisn,st,s +

{bfsa,end,s - {bisa,st,s

trmd - tst

(t— tst:']} — {d’o - [‘I’fsqst,u +

o iso.end,0 b isost,0

tena’ — Lst

(¢ -t}
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Cp (A moal K}

131

120 o

MCTOYHUKU OWLMOOK

N3MeHEeHne NoONOXKEHUA TUMNA B AYENKe
Pa3nnyune Tennopmnsnyecknx xapaktepuctmk obpasua u

ctaHpapta Kg ~ K3

OTanume cpepHe TemnepaTypbl obpasua oT U3MEPAEMON

TemnepaTypbl

Npeiid HyneBo AmHuM (ASTM E-1269: Tein — Tse < 200°C,

f =5+ 20°/MuHn)

T T T T T T T T T T T T T T v T Y T
S [214] 1] B 400 100 1160

TiK)

1500 150 1400

o0

Delta %)

Cp (1 imal-Kl]

130 o

125 =

110

T K]

Average Cp

Sapphire

DaElta

| J/
'E-'. -
e :
—T—T —TT—T—— T
500 E00 Too 800 LODD 1100 1300 1300 L&00

0,5

2,0

Delta (%]
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Pacyét TepmoanHaMNYECKNX GYHKL U

T T
C \T
s(r)= [P ar 11 = [, o
T
0 I
0. T, C
¢0=Tacn(2] 5, -5,- [9Dar
. | T
— ,__,f—-i —Calcul.ated
." 5%,30(DSC) = 54 [ix/monb-K
s % .0(ap.kan.) = 52.3 Ix/monb-K
o A=3.2%
o] o

Temperature K
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