NNABOPATOPUSA MOCKOBCKUH

y rOCYOAPCTBEHHbIA | §
XUMAYECKOU YHUBEPCUTET | ¥

TEPMOAUHANMUKHA umenn [M.B. /IOMOHOCOBA

Tepmuyeckue memoosl AQHAAU3A

benosa EkaTtepunHa



OcHosHaAa numepamypa 1D

* Metogunyeckas pa3paboTka K nabopatopHoOmy
NPaKTUKYMY « Tepmunyeckme metoabl
aHanuza» (EmenuHa A.J1., 2014)

* MeToaunyeckan pa3paboTka K 3aaaue
npakTukyma «Pasosaa gmarpamma 6MHapHoOmM

cuctembl» (benosa E.B., 2018)

BbinoXeHbl Ha cauTe
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Ymo makoe
«mepmuyecKull aHanu3»?



Memoosl mepmu4ecKoeo aHanu3a

(" OnddepeHumanbHbIli TEPMUYECKUA )
aHanus3 (ATA)

AnddepeHumanbHaa CKAHNPYIOLLLAS
\_ KanopmumeTtpua (ACK) )

TepmorpasumeTpusa (TTA)

CTA=TIA+ACK+MC

TepmomexaHuyeckumin aHanms (DIL,

TMA, DMA, npouee)

N3mepeHne Tennopmsanyeckmx CBOMCTB
(LFA, TCT, HFM, npouee)

AvanekTpuuyecknit aHanmns (DEA)

[ da3oBble nepexoabl, TemnepaTtypbl b
NepexoaoB, U3MEHEHME 3HTAIbNuK,
yaenbHon TennoemkocTtu -180 ... 2400°C )

4 )
MN3meHeHMe Maccbl U3-3a Pa3/IOKEHUS,
BblAE/N1€HMA ra3oB UAn B3aMMOAENCTBUSA C
atmocdepoint -150 ... 2400°C

. J

4 )
N3meHeHUne pasmepos, aedopmaummn, BA3KO-
3N1acTUYHblE CBOMCTBA, Gpa30Bble NepPexosbl,
nnoTHocCTb -260 ... 2800°C

\_ J

e ™
TemnepaTyponpoBOAHOCTb,
TENNONPOBOAHOCTb, TPAHCMOPTHbIE CBOMCTBA

| -125 ... 2800°C y

4 )
MNoHHaA BA3KOCTb, NOBEAEHME NPU
OTBEPXKAEHUU, ANINEKTPUYECKNE CBOICTBA
KOMH. ... 400°C
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JACK u ATA



Ternanoma unu memnepamypa? 1D

«lfopaunn» VS. «XoNnoaHbINY

T=35 °C. ¥apkuit geHb. XoNo4HbIiA Yaii
T=19 °C. Tennblt geHb. XonogHasa Boaa

[Moyemy?



TeronposodHoCMb U mernaoemKkocms |7

 Bopa B 100 pa3 bbicTpee

A B Diamond
1000 N
= Silver, copper, silicon carbide npOBO'D'MT Tenno’ HeEM
100 - glﬁcr;num' graphite BO3,£||yX
| Metals, iron, steel
0 = Alumnia, carbon bricks
- e * Bopa umeet B 4 pasa
= - minum ||'c |
£l mm posemosmon GONbWYIO YAENbHYIO
= e | TEN0EMKOCTb (Ha Kr), yem
£ 0.1 - Wood, polymers, coal, helium
© P Building boards, oil BO3,£||yX
'§ ) | Fiber boards, fiber insulations
S 0.01 ™ Air, polystyrene (exp.), PUR foams
TED W  Krypton, freons (gaseous)
g2 = - MeTannbl MMeloT MeHbLUYIO
(hermal Conductty ¢ T TenN10eMKOCTb, HO 6onbLuyIO

https://www.netzsch-thermal- TennonposoaHOCTbL

analysis.com/ru/landing-pages/opredelenie-

teploprovodnosti/ 7


https://www.netzsch-thermal-analysis.com/ru/landing-pages/opredelenie-teploprovodnosti/

Kanopumempus vs. mepmMoaHanu3 1D

* MN3mepsaem KOMYeCTBO TENJIOTbI?
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* Kanopumetpusa!

— Aanabatmnyeckan (HeT obmeHa Tensia c OKpy*KaloLLen cpeaown,
MeHsAeTcA TemnepaTypa)

— M3oTepmmyecKan (0bmeH Tenna c OKpYyrKatoLLen cpeaon, TemnepaTypa
He meHsaeTcs)

— TennoBoro noToka (onpeaenseTcs He Teno, a NOTOK TenJa npwu
obMmeHe ¢ oKpysKatoLwein cpeabl) 8



Kanopumempus vs. mepmMoaHanu3 1D

* M3mepAaem nameHeHue ceomctBa P=P(t) npn nssectHom
3aBUCUMOCTM TemnepaTypbl oT BpemeHun T=T(t)?

MOHHLIA TOK *10-12 /A
10 /mr MoTok rasa /(mn/mMuHfemn. /°C

m
- - 700
- +300

250 20

200
+1.5

r150

-1.0
05 - 100

M V] g D Ly A T o A - - S N Y g AT S A M T e g (R 4 R S L WA ST T Tl W 4 ST e e e

n

0 10 20 30 40 50 60
Bpemsa /MUH

* TepmoaHanus!



Kanopumempus vs. mepMoaHanu3 1D

Kanopumetpua 2 BrSIVEIELIZE

KanopumeTpua Ttennosoro notoxka ® (onpeaensetca He Tenno, a
NoTOoK Tenna npu obMeHe C OKpY>KalL,el cpeabl CO BpeMeHen
npu nssecTHoM dyHkuum T=T(t))

10



Ymo makoe [ICK? 1D

e 1 - nnddepeHumManbHasa — U3mepaeTcs
Pa3HULA MeXay CMrHanamum ot obpasua u
obpasua cpaBHEHUSA

* C— cKaHupyrouwasa, 1.e. 3To metoa
TepmoaHanusa, T=f(t)

* K —Ka/opumeTpuAa, B UTOre MOXKHO
onpeaenenTb KOJIMYECTBO TeNO0TbI (KakK
MHTErpasibHy BENNYNHY, MICXOAHbIW CUTHAN

«TPeTbero TMMna» KaJopmmeTpoB — Tena0BOU
NOTOK)

11



Ymo usmepsarom?

17

Mpoueccobl, conpoBoXxaalolwmecs U3SMmeHeHnem TenaoBbiX CBOACTB

unaun Tennosbimu 3pdpeKktamm

e XuMmunyeckume peakuum
— JK30TepmMmuyeckue
— JHAOoTEpMUYecKue
*Pusnyeckue npoueccobl
— [1lnaBneHune n
KpuUcTannmnsauyma
— Ucnapernune n cybammauyms
— @a3oBble nepexoab!
— [lepexon cTeKnoBaHuUA

‘OnpepeneHne TeN10eMKOCTHU

— Tenn10emMKoCTb BellecTBa
npn Harpese

— OnpepeneHne nsmeHeHmA
TenJ10eMKOCTH

Npn CTEKNOBAHUM

12



Kak «nocyumameoe» mernino? T»
Mpsimas
Tennonepeaaya TennonposoarocTb (POPNUPYET CUTHAN)

3akoH ®ypbe (npumep ans 1D):

: ‘ 00 AT 1
N | - b =—=MNMT)S— = —-AT
dt () Ax r
UsnyueHue

CI) — AT T BauseT: uBeT obpasua
)

KoHBekuusa

(D ~ AT BnuseT: noTok rasa

13



Kok «nocyumames» merisio? 1D

*KomneHcauus Mouw,HOCTH

[loaaBneHune pasHuuUbl TemnepaTyp
neun u B obpasue 3a CYET Noaaum
Toka | Ha obpasel, ¢
conpoTuBneHmem R:

®'=*R

THUT'TIN
oOpasen obpaszen
CpaBHEHUSA - TCPMOMCTD
COTPOTHBIICHI
e WYt
HarpcBaTceliib

* UasmepeHune pasHuubl TemnepaTyp
Ucnonb3yeTcsa cBs3b no 3akoHy Pypbe grad

T (temnepaTtypHoro rpaanenTa) u @
(TennoBsoro notoka)

®=k- grad T

| -o0pazen

CeHCOp (KOHTAKTHAsl IUIOIIA/IKa)

TepMOMaphl

14



Tunes! [jCK 1D

* Heat-flux/flow (tennoBoro notoka)

— Tennonepepaya yepes3 AHO AYENKN KOHTAKTHOM NNIOLLLAKE
(6onbwmnHcteo [CK. TaK npolue n gewesne)

— Tennonepepayva oT Bcero obpasua MHOXKeCTBy Tepmonap,
06beAMHEHHbIX B KOJIbL@ BOKPYT LMANHAPUYECKON AYENKe
(KanopumeTpbl TnaHa-Kanbse)

 Power-compensated (komneHcaumna mowHocTu) — B ob6pasue
nornouiaeTca-Bbiaensaerca Tenso?

[MoaBeaem-oTBeAeM COOTBETCTBYHOLLEE KOIMYECTBO B KaXKAbli
MOMEHT BPpeMeHMU, 4Tobbl TemnepaTypa obpasua oT
NpPOrpammbl He OTKAOHANAck. M nocuntaem

— MHorue KanopmmeTtpbl TuaHa-KanbBe MOXHO KanmbposaTb
N B TAKOM pexunme, no apdekty [xoyns

15



Kak eblen190am ceHcopol

M ME Heatflux Transducers

| |
l . v’ ’ . -L
BATE (BRI 23 M)
> Sensor Matrix

raforonce | / cample

thermostated calorimetric  block

@B S CALVET Calorimeter C80 EEAMREAM Sectional View

{

Takne Mo)XHO MCNoNb30BaTb B

nloTepmmuyeckom pexkume, 6onblue
BO3IYIOXXHOCTeM ana peaku,MOHHOM
KanopumeTpumn, onpeaeneHus
TennoT cmeweHus u aacopbuum

Ha nopsaok aopoxke ®

Ecte B pecypcHom ueHTpe CI6MNY 1
Mucuc

16



ACK — sapuaHm menao8020 nomoka  |[J

MNoTtomok meTtoaa ATA. M3amepsieTcs pa3Huua TennoT, Bblaensawwmuxcs B obpasue u
sTanoHe (NocpeacTBoM M3MepeHus TemnepaTyp N/OLLAAOK) B TeUEHME BpeMeH#

MM TemnepaTypbl, KOrda OHW NMoaBepralTCcA 0OAMHAKOBOM TemnepaTypHoOu

nporpamie

Tennosom NOTOK MpU TEM/OMPOBOAHOCTU MPOMOPLLMOHANEH MPAadUEHTY

TemnepaTypsl (3. Dypobe)

O6paszey 3ranoH

AT

KoHTakT Tepmonapbl C naow,adKamm ¢ TUurnamm
o6pa3u,a M 3TasOHa desnakoT KaK NMOXXHO aAydlle

MakcumanbHas nepeaava Q, Ho He 100%

Mouemy?

17



JICKu [lTA ﬁ

ATA - nsmepeHue TemnepaTypbl B TOUKE

ACK - usmepeHue Temnepatypbl BCEM koHTaKTHOM nnoLL,aaku

OCK / mBT1/mr
050 | o ACK vs OTA —
0.45. BblUTPbILW B

O6pa3eu: 80% Si02 +20% KZSO4 ACK ¢, L_lyBCTB UTe/ibH OCTM,
0.40. Macca obpasia: ~20 mr

Tureas: Pt+xkpbImka pa3peweHnn CnrHania
0.35/ Cxopocts Harpeparmst: 10 K/mum

ATtMocdepa: aproH
0.30-
0.25-
0.20-
0.15-

540 550 560 570 580 590 600 610
Temnepatypa / °C

18



HyscmeumesnbHOCMb CEHCopos 1

CpaBHeHue pasnuyHbix [1ICK-ceHcopoB NETZSCH

DSC Signal / pVimg
S 4 exo
— Sample: 80% SiO,+ 20% K,SO,

1.50 Sample mass: ~20mg
e Crucibles: Pt + lids
v gy Heating rate: 10 K/min

— Atmosphere: AI’QOI‘I
Al 1.004

0.50

0.0+

DSC Sensors
(Different Thermocouples)

530 540 550 560 570 580 590 600
Temperature / °C

YyBcTBUTENBLHOCTL B Pt/Rh TUrnax, atmocdepa: aproH

B (P/Rh30%) npuonuautensHo 0.5 (MKB/MBT) (mpu 500° C)
S (PYRh10%) npudnuantensHo 1.2 (MKB/MBT)
K (NiCr-Ni) npuonuantTensHo 8 (MkB/MBT)
E (NiCr-Constantan) npnonuantTensHo 16 (MKB/MBT)
DSC, TG, STA measurements. 08-10-2009 www._netzsch.com 6

19



KoagpgpuuyueHm mepmo3/1C

17

Unum noyemnmy Ha KaﬂM6pOBKe no 4YyBCcTtBnUTENIbHOCTU HE MIUHUA

80

MEB/C®°

70

60

50

40

30

20

Kosdduguent tepmo-230C,

RELEEERBENEE RN AN A RERA R AR AEEED
s Xpomens | xoncmanman -
% =1
- -
2 =
f— -
52 Cu/xoxcmanman ¢ =
;— Fe/xoncmanman =
- .
= -
= -
| — )
= Maamunens-l =
L ~ =
[ )
2 Xpamens [amomend :
2 | WemuwonsP [memunonsN 2
2 2
5 P\t'rsn-/Pu ]
o 90 4 (R 5 AT 50 0 T 0

-200 0 200 400 600 800 1000 1200

TemMmnepatTypa, C°

A elle n3-3a noTepb Tenna: Ha
KOHBEKLUUIO N n3nyyeHme

TennonpoBOAHOCTb TUTIEUN U
CeHcopa — Be/inKa (ecnm us
MeTanna), Ho NepeHoc BCE
PAaBHO HE MITHOBEHHbIN,
NPOC/IOMKa BO34yXa — U30/ITOP

Y Perkin ElImer kepamunyeckune
CEHCOPbI — XYKe
4yBCTBUTENbHOCTb, HO CTOMKMNE
K arpeccnsHbIM 0bpa3suam

20



Tepmonapebl

copper

chromel
—
| L sense |
I T
L
alumel
2, — pe N PTTP P )
| == Chromel-AuFe0.07 :
Off — TypeT R S
—~ b |
> |
€ |
S— —4 - .
S ;
. = .
-8 p — Type K|]
: — Type)
. X . — Type E
-10— ... fessesans sasssheus - -
-270 -200 -100 0 22

Temperature T (deg C)

5(30 1000 1500
Temperature T (deg C)

21



17

DSC /(mW/mg) Flow /(ml/min)

0.5/ 1exo

- 300
0.0 1 - 250

- 200
-0.5 4

- 150
-1.0 A - 100

- 50
-1.5 4

-0

100 200 300 400 500
_ Temperature /°C

PopmupoeaHue cucHana CK

22



Hynesoe npubnuxceHue 1D

-CTawmoHapHoe cocTosiHue

‘HeT me>kdasHbIxX rpaHmL,

‘YunTbiBaeTCcs TennoemkocTb Tonbko obpasua u obpasua
CpaBHeHUS

‘MaeanbHO cMMMeETpPUYHAsS KOHCTPYKLMUSA U3IIEPUTESbHOM
cucTembl

‘Uamepsaemasn TemnepaTypa paBHa TemnepaType obpasu,a
‘HeT TennoBbIx noTepb

23



Hynesoe npubnuxceHue T»,

TemnepaTtypHas nporpamma T —_ TO + ﬁt

Ham m3BecTHa npousBoaHas TemnepaTypbl Mo

3akoH dypbe

BpemeHu

AT 1 A
O, = ASC)(T ~T,)==AT,, (DI’_S:(a_Q\ (00) (8_TJ fch,sﬂ

AAT) | S S AT\
P = (T, =Ty )=—=ATy 4 _(00) _(20) (arj ¢ 3
X FR 8t . p.R

P.R P,

\ r / \ at /P,FR \aT) '

NoTokun Tenna (06pa3eu, S u 3TanoH R, F- neub)
| 1
D g =D pp 27(TF —TIs =Ty +TR)= _:(TS _TR)

Dpg —Dpp = ﬂ(Cp,s _Cp,R)
DSC ~ ATSR — —I’ﬂACp’SR

M6l mo)xem y3HaTh TennoémkocTb obpasual



[lepsoe npubnauxceHue T»,

©

Q

=

g ‘HeT me>xdasHbIx rpaHum,

cC

3 | T o6pasua ‘UaeanbHo cuMmMeTpUuYHas KOHCTPYKLLMSA
| I T atanoHa M3MEepUTENbHOM CUCTENNbI

-I'Iepeaaqa Bbldendwouieroca Tersa CceHcopy

=
>

BpeMs MNPOMCXOAUT MrHOBEHHO

o

‘Usmepsemasn TemnepaTypa paBHa

————— e

TemnepaTtype 06pa3u,a
Mnowaab nuka A
= TennoTe nnaBneHus ‘HeT TennoBbiX noTepb

———— — ————— ] wll — . — —

\

FF [ e e e e e e el o ———————— T o w——— ————

M

cuctema HE CTALUOHAPHA

Pa3Huua Temnepatyp (Tob — TaT1)

b o e —— —— ]

» BpeMms

25



[lepsoe npubnauxceHue T»,

B o6pa3u,e UTO-TO NMPOUCXOAUT C BblﬂeﬂeHMelTI/FIOI'ﬂOLLI,eHMeITI

Terina

dT dT dT, dT,
®p=C, —‘+.:C, s yo Lr_c Tkyg
FS p.S dt @ p.S dt .S dt p.S dt

dAT
(DFS’ = IBC/J,S + Cp,S' Sk + (Dr
dt
dAT g, dATgg

q)l"S - (DFR = ﬂCp,S + Cp.S T + (Dr - )BCp.R = ﬂACp,SR + Cp,S +®@

r

dt
1
D _(DFR = _:ATSR = ‘DSR
dAT,

DSC~ ATy ==r®, = friC, =5, —

/ Ham Hy>xHa TennoTa PIl, a He noToK,

no3T7TOoM MHTEerpu em
1 L an y pupyem)
?, = _7ATSR = PAC, sx T a

Iy Iy Iy iy
dAT.
Iq)"dt = Ql' == JILATSRdt - I(ﬂACp.SR }jf - J.[T_l d_SR %f
r I 't
8 I I l

DSC uVimg)

8 1 exo

. . Mpumep:
7

I rr Bpems nnasneHve meTanna

| |

I | 6

A i ]

| |

| | 5

: Mnowaab nuka A

I = Tennore nnasnexus 4

I

o

Area: 417.5 pVsimg

m
A

» Bpems 260 270 280 290 300 310 320 330 340
Temperature 'C

Pa3Huua Temnepatyp (Tob — TaT)

é—

Al——————— ]



baszossie auHuu. [iCK 1D

['opusoHTaabHast cAeBa ['opusoHTaabHasI cripaBa
['opusonTaspHast TaHreHIIMaAbHASI
IPOIIOPIINMOHAAbHAS - IPOIIOPIIIOHAABHAS
P p ‘ © AuHertHas p pt ‘ ‘
[1A0IIIaAN I1A01Ia AN

27



Bmopoe npubnuxceHue

Bce nponcxoaumT B NMpoCTpaHCTBe, CUrHarn 6yaeT 3ana3abiBaTb

Bonpoc: uto npomsonaeT, ecam TemnepaTypHas nporpamia oKaXxeTcs

HenMHemHom?

dT;nS

TmS - TS )

dt
dr .
dAT TmR = TR —1 d';?
ATmSmR = ATSR - TZ( C;,’;S,,’R j

1
(Dr (t) = _;{ATmSmR + rﬂACSR +7

+7,7,

2
dA TmS mR d A TmS mR
dt dr’

28



Koppekuusa cuzHana 1

e ACUMMETPUA N3MEPUTENBHON CUCTEMDI
—MN3mepeHune HyneBou NNHNN
CHumarom 0719 mernsaoémkKkocmu

...Usnu 8 csaiy4ae oKonogpamasbHOo20 302PA3HEHUA CeHcopa
eKOppeKumnAa no temnepartype

—NCK(t) (ACK(TmR)) - ACK(TS)
Koe0a xomsam ymoYyHuUms m-py AUKeuoyca u mexkyuw\yro

memnepamypy npu onpeodesneHuU Yucmomeoil
eKoppeKuusa no TensioTe

—ACK (T) > &(T)

29



Accumempus usmepumesibHol cucmemeoi

DSC /mW

Flow /(ml/min)

1

1]

1]

0 10 20 ] 4'0

Time /min

50

Ten“l/oc

[ 300

L 500
[ 250

L 400
[ 200

L 300
[ 150
- 100 [ 200
L 50 o
0

-0

30



Accumempus usmepumesibHol cucmemeoi

Flow /(ml/min)

DSC /mwW Temp. /°C
1 exo
0 - 0
1300
- 500
21 [ 250
- 400
4 200
- 300
150
-6
L 100 200
-8 1
50 1100
10 ' ' . . . ' Lo
0 10 20 ) - 30 40 50
Main 2017-10-28 18:23 User: Ekaterina Tlme /mln
DSC /(mW/mg) Flow /(ml/min)
0.5 1exo
- 300
0.0 1 1+250
200
-0.54
+ 150
104 L 100
Ul
A\ I m [ 50
451 \]
Y

100 200 300 400 500
Temperature /°C

Main 2017-10-28 18:26 User: Ekaterina



Koppekuua no memnepamype 1D

¥ T T . = eff ) _.efl Céfff dTé dTmR
% | S ~Lmr = Vsmr™Y SmR = Ysmr p,SmR dt - dt
a T, dT
/_ 7. =T =z-¢ff ( S _ mR]
% ¢Sm§ S mR SmR dt d
/// mS - L
Z

) 1
T, —Tp =-— (DSCS: —DSCy; )

ga

' eff dT' dTm eff

TS{ - TmR = TS{rirR( d:’ - d ’R j = _TS[Z:R
‘\
T_e{,f;R =L(DSCS: ‘DSCBL) a s
ga : '
A Ts Tom
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Ymo enuaem Ha cueHan [CK? T»,

daKTopbl, CBA3aHHbIE C
U3MepUTe/ZIbHbIM
npmnbopom:

e ATmocdepa neuu
ePasmep n dopma neuu

e MaTtepuan n reometpua
nepxarena obpasua

e CKOpPOCTb Harpesa
ePasmelleHne Tepmonapsl
OTHOCUTEeNbHO 0b6pa3ua

XapaKTepncTukn obpasua:
ePasmep yacTtuu u
NNIOTHOCTb YNaKOBKU
eYcaaKa

eCTeneHb KPUCTANIUYHOCTHU
eMacca obpa3sua

e [ennonpoBOAHOCTb

* [enn10emMKoCTb

33



Ymo enusem Ha cueHan [ICK?

DSC /{uvimg) Temperatur /'C
“ 20 Kimin [T
| Exo| . {
0
! 180
3 :"“ o
AWILLG 5 O6pasel: MHANI e
, ' Turens: Al
) Maccbl: ogMHaKoBble
5 K/min Mpu6op: 40
4 AOCK 200 PC
2 120
0
0 10 20 40

Paak: 158.6 °C, 4 435 uVimg

10°/MuH

5°/MuH

155 156 157

160 161
Temperature S°C

181 162 163



Kanubposka no memnepamype

%

7
NETZSCH remneparypxan kanuGpoexa - DSC 200F3 t-sensor
MNpuGop: NETZSCH DSC 200F3 240-20-067-L e s f RmR
dain: 5grad_120_420_10.15.ngb-td5 q) C
CkopocTs Harpeea: 5.0
MNeys: Std DSC 200F3 % FR p,rmR
Turens: Pan Al, pierced lid
Armocepa: NITROGEN
[ara: 13.10.2015 15:02:36 (UTC+4)

“0 % Ihi=T,+7,p

2.0
1.5
1.0
0.5

0.0

Treop. - Taken. /°C

-0.5 — _—
1.0 —

200
Taken. /°C
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KanubposKka rno yyecmeumesabHocCmu

17

DSC Signal / uVimg
4 00
Sample: 80% SiO, + 20% K.SO,
NETZSCH Sensitivity - DSC 204F 1 t-sensor 150 cs"m"m s>
Instrument: NETZSCH DSC 204F1 240-10-170-K Heating rate:
File name: Calibration 10 N2 40_70 .ngb-ed3 Atmosphere:
Heating rate: 10.0 1.00
Furnace: Standard DSC 204F 1
Crucible: Pan Al, pierced lid
Atmosphere: NITROGEN
Date: 12.10.2015 17:28:21 (UTC+4) 0.50
] 00
2.4 o
] T G 510 550 550 510 550 530
2.2 \ Temperature / °C
% 2.0
S ]
o
>
Z 181
=
2 |
$ 1.6
1.4
1.2
-200 -100 0 100 200 300 400 500 600 700
Tr°C

KoHBeku s, n3nyyeHue, KOHCTPYKLLMS
npubopa, paccTosHUA — aHaNUTUUECKM

TOYHO He pacCyunTaTb

Kol

T,

0

AmI_[T

onsel

(S1)

nset ) = tr

lg

(DSC, — DSCy; )t
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CmaHoapmbol T»,

*BbICOKas cTeneHb YncToTbl (He meHee 99.999%)

*TOYHO YCTAHOB/EHHble XapaKTepuCcTUKK (paz3oBbIX
nepexoaos

*yCTOMUYMBOCTb Ha BO34yXe U K BO3AEUCTBUIO U3MNYYEHMUS
*XMiMmyeckas ctabunbHoOCTb

*HU3KOe aaBfieHMe HacCbIW,eHHOro napa npu TemnepaTtype
dazoBoro nepexoaa

*MHEPTHOCTb MO OTHOLUEHMUIO K MaTepuany Turnas
-6n1un3KMe K nccneayembim obpasuam Tennodpusmnyeckue
(rennoemkocTb, TennonposoaHocTs) 1 dusnueckue (macca,
TOALLMHA) XapaKTEePUCTUKM,

*He CAMLLUKOM Mefikue pasiviepbl TBepabiX YacTul,
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CmaHoapmel

Substance

C6H12
C10H16

Hg

H20

Ga
Biphenyl
Benzoeacid
KNO3
Indium
RbNO3(trig>kub)
Sn

Bi

KCIO4

Pb

Zn
Ag2S04
CsClI

Al

K2CrO4

Temp.
/oC

-87.0
-64.5
-38.8
0.0
298
69.2
122.4
128.7
156.6
164.2
2319
2714
300.8
327.5
419.5
426 .4
476.0
660.3
668.0

Enthalpy
J/g

-79.400

-22.000

-11.400
-333.400
-80.000
120.500
147.400
-50.000
-28.600
-26.600
-60.500
-53.100
104.900
-23.000
107.500
-51.900
-17.200
-397.000

-37.000
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O KanubposKax 1D

[nna NoJ1y4eHUA BbICOKOTOYHbLIX M3MepeHI/II7I N BO3MOXHOCTU
CpaBHEHUA PA3JIUYHHbBIX M3MepeHl/Il7I HeO6XO,£l,VIMO npoBOANTb
n3amMmepeHnAd B OOAHNX N TEX XKeE YCITOBUAX:

— OauH u 1ot Xe gepxartens (TT/ACK vunn TI/OTA
unum TI)

— OpgHa u Ta xe Tepmonapa (E vnm Kunu B unn S)
— OOWH U TOT Xe TUn TUrnen

— OpHa 1 Ta e atMmocdepa (CKOpOCTb MOTOKa,
TWUM rasa)

— OfHa 1 Ta Xe CKOpPOCTb HarpeBaHusi obpasLa

39



da3o086bie pasHosecus

40



@[] poda y yucmoeo sewecmesa 1D

Hanpumep, nnaeneHue In

Heat Flow / mW/mg
L exo 158.62°C
1.20; / 159.60 “C
Sample: Indium I| 15958 °C
1.004 Sample mass: 8.74 mg {
1 crucible: Pt+Lid f
Heating rate; 10 K/min
0.80{ Atmosphere: Nitrogen
Sensor: TG-DSC type E
\
0.60, \ Lit.: 28.6 Jig
28.61 Jig
0.404 L 28.54 Jig
Lit.: 156.6 °C \28 B4 Jig
156.73 °C \
020 156.71 “C AN
156.70 “C S DSC
0.0 1
130 140 150 160 170 180 190
Temperature / °C

*TemnepaTtypa Pl unctoro BewjecTsa — TemnepaTypa Hayana npoi,ecca

*[lnow,aab nuka — aHTanbnma Ol

Mouemy 3To cTporo BepHO ToNbKO Ha Harpese?

41



[lnasneHue sewecmada ¢ npumMecsio 1D

OnpeaeneHue npuMmecei B BellecTBe MO MOHMXEHUIO TemnepaTypbl nnasnexuna (ASTN E 928)

a
A

YpasHeHue Wpeaepa

d () apeh,

dT  RTZ (BpusHa # £(D))
DrusHa(T —To )  ApusHoT =T,
fustiA 0,A fusttA 0,A
[ = n(1 - = ~
nx, = (1 — xp) RTy AT R TOZ,A
@ g ny (T) _ ny,(y(T) + n, _ ny,y(T) +ny
N + gy Ny (T) +ny)(T) + ny ny +n,

B TBepaon pase — T0/IbKO OCHOBHOM KOMMOHEHT!

42



OnpedeneHue Konuyecmea npumecu |7

n; n,

X =
ny, ) (T) +n, 2 n +n,

X2,y (T) = x,(T) =

xz,(z)(T) ot 1

X, ny)(T) +n, F

RT(‘)ZA X7
T=Ty4+ —[n(1——

435

Ecan npumecun od. mano:

RT&A 1

T =Ty, — —
0,A ArusH, X2

Cm. cnama 34 kak cKoppeKTupoBaTb

TemnepaTypy

43



MHo2oKOoMMnoHeHMHsbIe cmecu 1D

L]Chl’\'MTEIMrjl CaC|2'mgCI2'H20

0 DSC /(uV/mg)
1 exo
A
deHaueTuH + 2% aMrHOBEH30MHON KUCMOTbI 0l
KomnnekcHblii nuk: Peak -33.8 °C, -0.53623 pVimg
4 Mnowaae: 543.4 mkBimr 1 M Cac 20 Peak 464 °C,-0.66684 uV/mg
Muk: 133.7°C
Hauano: 1325°C .
Kowey  134.3°C Onset-52.1°C
LUupuna: 1.1 °C(50.000 %) -2
BbicoTa: 3.9962 mkB/imr
[EH -3
o &
-4
° 100 80 60 40 20 0 20
122 4 26 2 30 32 3 : - ) - - .
124 126 128 TE],;#EWYW,&‘ 134 159 1% Vain 201811201542 User: Ekaterna Temperature /°C
Zn(CH3SO3)2-H20
DSC AmWimg)
[1.3]
Conunayc. ! exo
J 00 Mukeuayc. MNocneansas

Kak ana ®I1 | poaa,

N nopL,ums
Ha4ano npouecca pacTBOpMBrerocs
-0
BellecTBa
-1.5

Cm. cnama 34 kak
CKOpPpPeKTMpoBaTb

TemnepaTypy

=20 -15 -10 - ] s [ 15 20

Temperature °C 1 1



Pa3osble Oua2pammel T»;

UcTouHUKM owmbok

HepaBHOBECHOCTb ncxoaHoro HepaBHOBECHOCTb ycnosm‘i
obpasua n3mepeHus
*MeTacTtabunbHana ¢asa *bonbwan macca obpasuya
*Hanunuune npomemyTquoﬁ d)a3bl *BbicoKan CKOPOCTb HarpeBaHuA
'HeO,EI,HOpOLI,HOCTb Mo COCTaBy *BbicoKan CKOPOCTb OXnaxxaeHuA
I
1
LB
LA
dt
Puc. ®da3zoBas auarpamma
- r’HNOTETHYECKOH cucTteMbl A, B
C TMNpPOCTOM IBTEKTUKOH H
kpuBsle JICK wumcroro A wu
* < dx ®  CMecH ¢ COCTaBOM X
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ba3zo08bie duaspammeol

Temperature °C

Weight Percent Zinc

17

0 10 20 30 40 50 60 70 80 90 100
00 ) S s W W w - e S - - . Kak 6yayT BbIrngadeTb
850°C
Tepmorpamibl Npu
600 - L
L pa3Hom coaep>XaHuu
. n?
500—4 le -
5
=
‘ 41622°C 419.58°C
4004 de—(Mg) / | 381°C 3
24 340%1°C 28] 34741°C Y 92 996
1 < |
200 325+0.5°C 342\:/1"0 i : i : (Zn)—
: |
i ' H
i ) H
. ' ) N H = -
= gl S g S,
o0 20 1 =0y R0
i =) = =
i - 1"
100 ' . ik L
' ! L
- ! i
= |
| I .
0 S : I T L DL e 1 SN - . .
0 10 20 30 40 50 60 70 80 90 100
Mg Atomic Percent Zinc 7n
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CmeknosaHue
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CmeKnosaHue

*He anaetca ¢pa3oBbiMm Nnepexoaom
°3aBUCUT OT CKOPOCTM  Harpesa,
CKOPOCTU OXNa*aeHuAa U3 pacniasa
(TemnepaTypHaa npeancropusn)
*ECTb HEeCKO/IbKO onpeaeneHnm
TemnepaTtypbl 3TOro nepexoaa
*YKa3blBAlOT HA4YaN0 U KoHel,
nepexoaa
*CepeanHHada TemnepaTtypa
*OUNKTUBHAA TemnepaTypa




CmeKsoB8aHUe

DSC /(mW/mg)
1 exo

-0.05

-0.10

-0.15

Tem10eMKOCTH

-0.20

-0.25

Temmeparypa

H=const npu T=Tg, a Ac, He O!

Glass Transition™

Onset 463.7°C
d. 479.8°C

nflection: 489.7 °C
d 9

3.4°C
" 0.489 JI(g"K)

460 480 500

Temperature /°C

440 520 540

®dukTmBHas Tg paccunTbiBaeTCs U3 3TOro CBOMCTBA

*TemnepaTypa, noAyuyeHHasa 13 nameHeHus Tennoemkoctu (ACK) moxkeT He
patyp v

COBMaaaTb C Besi4YMHamum, noayvyeHHblmMun rnpm onpeaeneHnn BA3KOCTMH,

n3meHeHUuA C)KMIYIaeIYIOCTM/y.CI.ﬂMHeHMSI

49



CmerneHb KpucmanauyHocmu 1D

ﬂoqemy 3TO OoueHKa He ABdeTCcA CTporo KOppeKTHO;I C TOYKHU 3peHHUA TeplYIOﬂ.MHaIYIMKM?

da_ |- Mnasnenue .
at SHAO-3P@EKT
Creknosanue T
____________ _basosas
ANHUR

IK30-3QPExXT

Kpuctaninsauua

e

|
!
|
f
J
!
|
|
]
1
-

—
-

!

!

|

|
cT Tc

CteneHb kpuctanamuHoctH, % = (Q,-Q.)/A,,H(100% xpucTammmaaocTs)* 100
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DSC AmWimg)

800
20
15
10
05
Aka 2832 Jg
00 |

130 140 150 160 170 180 190
Temperature I"C

Xumuyeckue peakyuu
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Memoo [ICK 0s18 xumuyeckux peakyuu

al

* DHTanbnuio obpaszoBaHma/peakymm 3TMM MEeTO4ONM ofnpeaenUTb HefMb3sA
* Ecnmn ecTb rasoobpasHbie NpoaykTbl/peareHThbl
* EcAM HEeBO3MOXKHO onpeaenunTb TEna0EMKOCTb NpoaykToe (Hanpumep, oHM cTeknylTCs)
* Ecnun peakums npotekaeT He 40 KOHL,A/ He cTexuomeTpuyecKas

* B ocTanbHbIX cnyyaax mMo>KHO caesnaTb OUueHKY 3HTanbnum OGPBBOBaHMﬂ/peaKLI,MM

Ramp 20°C/min.

Result show stress relief at glass transition region.

Tg exhibits enthalpy
relaxation peak and a

_ \ Tg=107°C Not fully cured after 80°C
g \ cure, residual exotherm
F \\ visible

5 TRy

105.62°C
024

106.59°C(1) -

K o —_—

107.32;01 :‘l

041 T T
0 100 200
Exo Up Temperature (°C) Universal V3.1E TA Instruments
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Xumuyeckasa peakuus unu ®Of1? 1,

*EcTb U3MeHeHMe macchbl — XMMnYecKas peakL,ms

*HeobpaTtumo - xumuueckas peakuma UMN nepexoa u3 metactabunbHon/HepaBHOBECHOM
dazbl B paBHOBecHYI0 (He BoCnpoM3BoaNTCA MPU LLUKAMPOBaHMM)

*Ecan He cmecb, a HanBmnayanbHoe coeanHeHume — Ol He byaeT 3aBUCETb OT CKOPOCTH
HarpeBa (Ha oxnaxaeHun 3To yTBep>KaeHue HeBepHo. [louemy?)

*@azoBbin nepexoa | poaa vs Il poaa - ecnn ecTb rucTepesnc Harpes — oxnaxkaeHuwe, ckopee
Bcero | poaa. OaHako no dopme curHana ICK He Bceraa mo>kHo yTBep>kaaTb, 3TO

U3IMeHeHUe TEenMOEMKOCTU MU BblaeneHue Tenna. Tpebyetcs yTouHeHUe CTPYKTYPHbIMU

meToaamu (P®A, PCA)

53



DSC /uv Temp. /°C
1 exo
01 L— — e — - |} 1100
7
21 7 1000
-4 [ 900
-6 s
t 800
7
8 7
/ t 700
-10 1 .
[4] CS_Zeroline.bdc_7.mdc | g0
12 DSC
—————— Temp. [ 500
[5] CS_Cp_measurement.ddc |
-141 ——— DsC
Temp. 400
-16 1 [6] €S_Calibration.ddc_7.mdc
——  DsC 300
-18 4 Temp.
— . . . . . . 200
260 280 300 320 340 360
Time /min

Tenanoemkocme
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Ternoémkocme 1D

DSC vs. Agnabatnueckasa kKanopumertpus

*leweBne

*bbicTpee

*MeHblie HaBecKu (20-40 mr vs. 1-2 )

*TemnepaTypHbI anana3oH (120 K— 1200 K) vs. (4 K—300 K)
*[TorpewHocTb (3-7%) vs. (0.5-1.5%)

UCTOYHUK OoWInNOOK

® A3MEHEHMNE NONOKEHUA TUTNIA B AYENKE

* Pasnnume tTennodpunsn4ecKkmnx xapakTepmnctmk obpasua 1
CWTaHAapTa

e OTInuMne cpegHen Temnepatypbl 06pa3ua oT U3Mmepsemon
TemnepaTypbl

e lpeiid Hynesom nnHnm (ASTM E-1269: TAW7 - TY[ < 200°C,

=5+ 20°/mMuH)
g 55



hosting device

-2.0

-2.5

TG /mg

0.0

100 200 300 400 500 600 700
Temperature /°C

Tepmoepasumempus

56



Yempoucmeo npubopa

Electrobalance Balance control unit
7 Balance
Gasin ‘
ol
]é
Fumnace i i Programmer | e
S ®
Sample e o o
i i eyt | Balan ce
Thermocouple +4=== i Recorder and/or computer . :
BRI SRR
| L { | l = I
Gas out [I H L
(=]
N5
() (d)




[Ipoueccsl

e Xumunyeckume peakumu

— Tepmunyeckoe pasnoxeHue
— CTapeHune maTtepmanos

— OKucneHune

Bo3moXeH
TEPMOKMHETUYECKNIN aHANN3

OxucneHue Merainna
Wamenenne maccsl: 1.18 %
TG, %

100 -+

B

o] Oxkucrenue yris

90 4 VameHerne Mé;:cbl. 162 % BOCCTaHOBneHI/Ie
MeTanioB u3 gocdaTton

851 o
YIIIEM

80 1

100 200 300 400 500 600 700
Temnepartypa /°C

17

e du3nyecKkmne npoueccobl
— UcnapeHue Bogbl Uau
APYroro pactBoputens
— Cybnnmaums
— Aacobpuuna / necopbums

TG /%

Cyxoe BellecTBO
100 ,y,/') =

99
98
97 BnaxHoe BeLLecTBO
96
95
94

40 60 80 100 120 140

Temperature /°C



UYmo enusem Ha pe3ysnbmam? T»,

daKTopbl, CBA3AHHbIE C
npuébopom:

—CKOpOCTb HarpeBa

—DPopma aeprkatensa obpasuga,
NeyYm n KOHTenHepa Ana
obpa3ua

—ATmocdepa neuu
—YyBCTBUTENBHOCTb
3aMNMCbIBatOLLLEro YCTPOUCTBA
—XUMMNYECKNN COCTaB
MaTepmana KoOHTenHepa ana
obpa3ua

daKTopbl, CBA3aHHbIE C
obpasuom:

—Macca

—CocTas

—PacTBOPUMOCTb B HEM
BblANAOLWMXCA ra308B
—Pa3mep 4acTuuy n NNOTHOCTb
YMNAKOBKM

—TennoTa peakummn
—TennonpoBOAHOCTb

59



[ToboyHbIe npoyeccsl 1D

* Bce nepeyncneHHble ANs 3arpsi3HEHHOro TUINA (XMM. peakuuma.
ncnapeHue)

*  M3meHeHMe BbITaKMBAIOLWEN CUbI B 3aBUCUMOCTU OT TeMNepaTypb!
YC/IOBUN CbEMKMU

e CWrHanbl, CBA3aHHbIE C YCTPOMCTBOM NPMbBOpPa (CKaUKM HanpaKeHus,
CUNbHbIN yaap NO NOBEPXHOCTHU, rAe YCTaHOB/IEHbI BECbI)

TG /mg

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



Ammocegepa 1D

1 PasnoxxeHue
T L, NIC,0O,
— —=—=—Nitrogen L\ -
2 L [TyHKTUP — N,
: CnnowHan-Bo3ayx
g Endothermic %OE
60 “\ 420

Temperature °*C
Fig. 2. DTA and TGA of nickelous oxalate dihydrate in air and nitrogen.

10.1016/0022-1902(68)80396-3 61



https://doi.org/10.1016/0022-1902(68)80396-3

ba3zosad nUHUA

TG /mg Flow /(ml/min)
0.05 |
0.04 - [ 300
0.02 |
L 200
0.01
0.00 | L 150
0.01 |
L 100
0.02 ]
-0.03 [ 50
[1]
_______________________________________________ w
-0.04 0
50 100 150 200 250 300

Main 2015-11-29 14:21  User: Ekaterina

Temperature /°C

17
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CvemKa 6e3 bazosou nuHUU

100 4

98 |

96 |

94 -

92 1

90 |

TG %

_—

Ca-Oxalat-Messung

ohne Korrektur

DSC Hmimg)
1 Exc
1.0

r0.8

-0.6

r04

0.2

--0.2

50

100

150

Temperatur /°C

200

250
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Apmegpakmel TI

TG 1%

100 4

100 200 300 400

500 600 700 800 900
Termperatur /°C

DSC imwW

Temperatur /°C
0

1400
-10

1200
-20

1000
-30 800

600
40

400
-50

200
-60

80
Zeit/min

KonebaHua aaBneHus B komHaTe

Mex. konebaHua Bo Bpems m3iMepeHuUs

(«xnonHyn asepbio»)

-0.10

TG /mg

L O T S T B

y h\\

/

1.0°C, -0.08mg

\]

100 200 300

400 500 700 800 900

600
Temperatur /°C

CmeHa noToka rasa Bo Bpems nsmepeHus. flnbo

CKaQ4YOK Hanpsa>eHuAa B ceTu

TG %

90

80

70

60

50

40

30

20

//l‘

Temp. f°C

Gasfluss f{ml/min)

63}
)

200

150

100

50

25 30 35 40 a5
Zeit imin

3abunca KnanaH, oTBOAALLUMN ra3

700

600

500

400

300

200

100
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AHaO/1U3 OMX00AWUX 20308
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Macc-cnekmpomempus T»;

Ecte 8 LKKIM MI'Y, y Bac Takon 3agaun He byaeT ®

WNoHHbBIN TOK *1C

100
7.0
90
6.0
80
5.0
70 A
4.0
60 1 30
m/z 18
50 | 2.0
40 4 miz 17 A L1.0
=
30 - . . - - - : - 0
100 200 300 400 500 600 700
Temnepatypa /°C
wHoe 2015-06-1322:53 Monbaoe: arens: Tana p Typ
pubop ®Dainn Dara Kop obpasua  OGpasey Macca/mr  CermeHtT  [nanasoH Atmocdepa
TA 409 PC/PG |03667_Z_10_800-30_Air+MS.ngb-dsv |2015-06-13 |03667 12,852 n 40/10.0(K/MuH)/800 | AIR(80/20)/30 / ARGON/---/ ARGON/10
MS 403 03667_z_m17.00_s1.imp 2015-06-13 | 03667_2 Macca 17.00 1” 40/10.0(K/MuH)/800
MS 403 03667_z_m18.00_s1.imp 2015-06-13 | 03667_z |Macca 18.00 n 40/10.0(K/MuH)/800

BbiBoa pe3ynbTaTosB.Mno Bbl6paHHbIm NMaccoBbliM YMCsaMm Ha BeCb TemnepaTyprlﬁ UHTEepBan,
MOXXHO rnpeasapuTesibHO NMpoCKaHUpoBaTb MO AMarnasoH NMacCoBbIX YUCesn

+lpuHumn MC nossonsieT 6bicTpyto 3anunch, Macc-cneKTpbl AOCTYMHbI A4S BCEX TemnepaTyp

(o} “ o
-Kanunnsp rpeetcsa ao 290 C , ecnm npoayKT € BbICOKOM TelnepaTypor KMMNEHUs, BEPOSTHOCTb
3abuTb Kanunnsp

66



Xpomacc T»,

Ectb B MeTepbypre, y Hac ceituac HeT ® so00 ] ®
Ho aeTanu oT Hero octanucb -
TG % TIC *10% fa.u 1500-.
[5 = 2000 3
Furfural 217 °c ]8'0 L e
100 iy s 200 ] ®

90 ¢ ' ]
TtL {\LLLLLLLLLLLLLLALL 6.0 ms

80

Pyran . 20 ]

J 50 r

0 ‘ 1000 3
601— ,,AL_L &L&AA___---_-~--A_¥. 4.0 s T X T T T

24
Time [min]
50 Chlormethan 30
‘ ‘ l ’ \ * @ Szt @ =
40 y 11 l I Liias __‘\-—-- —ore 20 - ~- - J
30 Guajacol SRR 1.0 !:_ ;:: L“'
' ’ I ‘ I » $ut
20 LLLL Y 7 7 e B 0 e Yt
150 200 250 300 350 400 500 550 600 o :
Temperature /°C -, 1 Il - h “ ‘ L

+PazaenbHo onpeaenseTca cocTas cimecu razoobpasHbiX MPOAYKTOB B KOHKPETHbIA MOMEHT
BpPeIeHHU

-XpomaTorpadbl No3BonsAT XpaHUTb He 6onee 20 HabpaHHbIX NeTenb = 20

NpoaHanM3npoBaHHbIX TeMmnepaTyp

-KonoHku xpomaTorpados HabmTbl ancopbeHTOM noa KOHKpPETHY 3adayy

-Kanunnsp rpeetca ao 290°C , ecnn NpoayKT C BbICOKOM TemMmnepaTypol KMNeHUs, BepOATHOCTb
3abuTb Kanunnsp 67



UK cnekmpebi T»,

Ectb B MeTepbypre, y Hac HeT &

L C-H
1.75 10{430°C 1 isopropyl alkene
alkene doublet \
0.8 C-H alkene
1.50
1.25
3
1.00 g 02- methylene
- & 2 464°C groups
g o1 < 109 oo | kil
054 ™~ \ BR
0.50
064
0.25
04 T T T T T T 1
0 4000 3500 3000 2500 2000 1500 1000 500
T | Bl | Tvyerey T bl | Ll i | T T Ll LR | TV v T Wavenumberincm"
100 200 300 400 500 600 700
Temperature [°C]
Oxmaanme (TecTosbiit cayyait y PeanbHocTb (cmech npoaykTos npw
Linseis, netaT Boaa n CO; no pa3flIoXXeHUM OpraHuKKM B rasosoi dase,
oTaenbHocTh, MK cnekTp oT oaHoro HEOAHO3HAYHOCTE TpaKTOBKM)
coeauHeHus)

BbiBoa pe3ynbTaTosB.Mno Bbl6paHHbIm anvHam BOJIH Ha BeCb TemnepaTyprlﬁ MHTEepBan, nnbo

CMeKTPbl MPU KOHKPETHbIX TemmnepaTypax

+FTIR no3ssonseT 6bicTpyto 3anmch, CNeKTpbl AOCTYMHbI A4S BCEX TemnepaTyp
-B cnyuyae cnor>xHoM cmecur NpoayKToB YCOXKHSETCA TPaKTOBKAa pe3ysbTaTos
o o o
-Kanunnsap rpeetcsa ao 250°C, ecnm npoayKT C BbICOKOW TelnepaTypou KMMNeHus, 68

BEpPOATHOCTb 3abuTb Kanmnnap



lMpou3zeooumenu obopyoosaHuUsA

69



Mpousgodumesnu mepmoobopydosarus |

*[Mettler Toledo

*Netzsch

*PerkinElmer

*Setaram Instrumentation

*°TA Instruments

*Shimadzu

°Linseis Thermal Analysis
*Microcal/Malvern Instruments

Unn 3auem 310 3HaTL? Y 60MbLUMHCTBaA U3 Npou3BOAMTENEN €CTb CBOM
peLleHuns, KOoTopbIiX HeT Y KoHKkypeHToB. KanopumeTpbl TuaHa-Kanbse
nponseoaaT Tonbko Setaram, ACK c komneHcaumen mow,HocTH —
npevmyuw,ecteeHHo PerkinElmer
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BebuHapbeil npouzsodumeneli obopyoosarHusa |

* https://www.netzsch-thermal-
analysis.com/ru/meroprijatija-
seminary/#!/ru/meroprijatija-seminary/

* http://www.setaram.ru/application-notes
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https://www.netzsch-thermal-analysis.com/ru/meroprijatija-seminary/
http://www.setaram.ru/application-notes

Gl— | NABOPATOPUA MOCKOBCKUM
XUMUYEC KOM rOCYadAPCTBEHHbIH

YHUBEPCHUTET

I TEPMOAUHANMUKHA umenm IM.B. /TONOHOCOBA

[Ipakmuyeckoe rnpumeHeHue
mepmMoaHaau3a



[TnobornodzcomosKa T»,

*TwatenbHoe B3BewmnBaHue (£0.01 mr)

*TennoBOU KOHTAKT mexxay o6pa3uom n CEHCOPOM
*Penpe3eHTaTUBHOCTb NPOOLbI

* IHEePTHOCTb K MaTtepuany TUrIA U rasoBon atmocdepe
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TepmoOuUHaMUKa T»,

BxoauT B pamku 3TOoro npaktukyma:

*JKcnepuimeHTanbHoe NocTpoeHne buHapHbIX da3oBbIX anarpamm

*OnpeaeneHune BbicOKOTeMMepaTypHoM Tennoémkocth (rae He paboTaeT aamabaTuka)
*OnpeaeneHue napameTpoB (pa3oBbIX NEpPexoaoB YUCTbIX BELLECTB...

®...M AOKa3aTeNnbCTBO, YTO BeLWw,eCTBO - YUUCTOeE

He BxoauT B pamku 3Toro npaktukyma (Ho mo>kHo o6cyauTb B cBO60aHOE Bpems):
*OnpeaeneHne TennoTbl peakumm (ecTb HEKOTOpble CAOXHOCTH)
*JKCnepuMeHTanbHoe NoCTpPoeHue TPOoMHbIX ha30BbIX auarpanm

°[louemy Henb3s onpeaensTb aaBneHue napa metoaom T
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Adcopbyusd, KUHemMuKa U Kamanus 1D

BxoauT B pamku 3TOro npakTukyma:

*bezanpropHasa TepmokuHeTuka Ha 6azse Tl

He Bxoaut B pamku 3Toro npaktukyma (Ho moxxHo o6cyautb B cBOGOAHOE
Bpems):

*Ucnonb3oBaHue pesynbTtatos ACK ans TepmokuHeTUKM

*MoaenbobycnoBneHHas TepMOKMHETHMKA

*JKCMnepuUivieHTanbHoe NOCTPOEHUE TPOMHbIX Pa30BbIX Avarpamim

*[locTpoeHue n3oTepm aacopbuum-aecopbrmm (rpebyet CUSMBHO
BMAOM3MeHeHHoro o6opyaoBaHMsa u noabopa cmecel rasos)

*[lonntepmbl aacopbuumn-aecopbur,mm
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lpumep. Adocopbuyus CO:
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*[lnweBaa xmmma
*BoiaBneHne danbcupmnKkaToB
*[Toabop ycnoBui xpaHeHUA
*YaydlweHue «TeKCTypbI»
*[1pon3BOACTBO CTPOMMATEPMAIOB

°OTBep,£|,eBaHme LeMEHTOB,
AMNOKCNAHbIX CMO U T.A.

’(DOpN\OBI-(a CTeKoJ (I'II'IaCTOBbIX,
CTeK/10BOJIOKHa, CTeKJ'IOKepaN\MKM)

*KMHeTnKa aerpagaunn U KOppo3nu

°3Heproc6eperarou.|,me MmaTepunanbl

N
17,
*[1pon3BOACTBO NOIMMEPHbIX MaTepPMaNoB
*AtTectauma ob6pa3LoB
*[Toabop ycnosuit GopmMoBKHU
*@apmaueBTUKa
*4YnuctoTta AENCTBYHOLWLErO BELWECTBA
*Hedprtexmmms
*TemnepaTtypbl 3amep3aHns ppaKkuni
*OKUCINTENDBHbIN TECT
*MeTannyprua

*[Ton60p cnaaBoB 1 YCNOBUN UX
TepMobpaboTKM

llpombiwinneHHOCMb
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Nuweesasa xumus
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lpumep 1. lnasneHue WoKonaoa

DSC/ miW
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Figure 1 DSC curves for Chocolate (1st Run)
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Figure 2 DSC curves for Chocolate (2nd heating)

A ewgé nobaT noaaenbiBatb méa &
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da3z08bie nepexoobl KAKAO-MAcAda
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/
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Figure 3. Schematic view of solid-solid phase transitions and melt-mediated phase transitions in cocoa butter. Adapted from
(Lechter, 2009).
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Table 1. Melting points and nomenclature of polymorphic forms reported in the literature.

Phase Polymorph (Wille & Lutton, 1966)  (Timms, 1984) (Coultate, 2009) (Lechter, 2009)
1 Y 17.3 17.3 ~5 17.3
11 o 233 233 ~5 233
11 p' 255 255 255 255
v p' 275 27.5 275 273
\% B 338 33.8 338 338
VI B 36.3 36.2 36.3 36.3

T, A
. Crystal
Metastable zone
of undercooling Growth
g
IS .
5 Nucleation
g-‘
(O]
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Tg

Rate
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lpumep 2. [lnasneHue macna
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Figure 5 DSC curves for Butter, Margarine and 1/3 fat butter
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JHepz2ocbepezarowue mamepuansi
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Mamepuasbl ¢ 86ICOKOU Merna0eMKOCMbIO | W

3agaya «TennoemKoCcTb>»

Ten;;:‘r:;ure Density Specific Heat Energy Density
Material (°C) p- _c,- (kJ/m3 °C)
(kg/m?) (J/kg°C)
Aluminum max. 660 2700 920 2484
Brick 1969 921 1813
Cast Iron max. 1150 7200 540 3889
Concrete 2305 920 2122
Draw salt - 50%
NaNO,;- 50% KNO;)
(by weight) 220 - 540 1733 1550 2686
Granite 2400 790 1896
Liquid Sodium 100 - 760 750 1260 945
Molten Salt - 50%
KNO; - 40% NaNO,, -
7% NaNO; (by
weight) 142 - 540 1680 1560 2620
Therminol 66 -352 750 2100 1575
Water 0-100 1000 4190 4190




Phase change materials 1D

melting enthalpy [kJ/L]

3aagaua «dazoBble anarpammbi»
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loaumepsbl U cMmeKno
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[lonusmuneH 1D
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https://www.netzsch-thermal- 3agaua «cTeKsoBaHWe,

analysis.com/ru/materialy- oripeaeneHue cteneHn Kpuctanan4HocTu

primenenie/polimery/polimery-poliehtilen-peh/
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OmeepoesaHue 3rMoKCUOHbIX CMOST T»;

DSC / (mW/img)
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Fig.2. Measured data(symbols) and Kinetic model (solid lines) for curing
of epoxy resin with diffusions control.
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BoicopaHue nosaumepHo20 cesa3yrouje2o

NETZSCH Thermaokinetics Burnout of Polymeric Binder
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3agaya «TepMOKMHEeTUKa» (Ha ocHoBe TT)
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