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N cnuckom 3a4YmeéeHHsbIx 3a0ay v,

» PexkoMeHAyeMasa NMTepaTypa

2018 rog
Nekuna 11ceH
3apavya 1 3apgavda 2 3apada 3 3apavda 4 3apavda
OaTbl LU0 nekuus Kanubp+cTaHaap] 4YnucToTa CTEK/NIOBaHWe das. avar. Tenn0EéMK

NMpaKT 3a4yeT| NpaKT 3a4eT| NPaKT 3audeT| NpPakKT 3a4eT| NpakT

11, 14, |F'ywwrHa E.A.

18, 21, |gaHoB A.C.
25, 28

CeH;
02, 05 |PamanaH 7A.M.

okT |PomaHoBCKKMi KD.A.
09, 12, |Bataesa C.B.
i6, 19, |BpyTtep A.B.
23, 26, |[Komaiko A.W.
30 oKT; |Macnoea M.C.
02 Hof |pgBowanka A.A.
04, 07, |[AHApeeBa tO.A.
11, 14, |Banaypwuet MN.C.
18, 21, |Bukkynos A.VY.
25, 28 |NleitbuH W.B.
AEK  |MaHkpaToBa HA.A.

Hoeukos A.A.

MocneaHne uameHeHWa: 08 ceHT. 01:47



PacnucaHue 1D

* BTOPHUK — BapUaHTLI:

13.30 =16.30
12.40 =-14.10 + 15.00 +16.30 (pacnucaHue)

12.40 —15.40
NeHb 3— ®/1 + yncrtota, [leHb 5 — cTeknoBaHue,

[eHb 7 — KonnokBuym*
* [1aTHMua — 10.00 —12.25

[eHb 2— Kannbposka, leHb 4 — Tenn0EMKOCTb,
[leHb 6 — TepMOKMHETHKa, [leHb 8 — MNpném 3agay™

*a TaKk»Ke — 3anacHble ana 6onesLLnX



OcHosHaA numepamypa 1D

 MeToamnyeckana pa3paboTka K nabopaTtopHoOmy
NPaKTUKYMY « Tepmmnyeckme metoabl
aHanmn3sa» (Emenunna A.J1., 2014)

* MeToaun4yeckan pa3paboTKa K 3ag3a4e
npakTMkyma «Pasosada Anarpamma bMHaAPHOM
cuctembl» (benosa E.B., 2018)

Bbino)XeHbl Ha cauTe
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Ymo makoe
«mepmuvyeckuu aHaAAu3»?



Memoobl mepmu4yecKo2co aHaAu3a

(" NuddepeHUManbHbIi TEPMUYECKUI )
aHanus (ATA)
AnddepeHumanbHaa CKaHMpytoLwan
\_ Kanopumetpusa (JCK) Y
4 \
Tepmorpasumetpua (TrA)
CTA=TTA+ACK+MC
\_ J
4 N\
TepmomexaHuyeckuit aHanms (DIL,

. TMA, DMA, npouee) )

N3mepeHne TennoPpumsnyeckmnx CBOMCTB

(LFA, TCT, HFM, npouee)

AnanekTpuyeckmin aHanuns (DEA)

[ da3oBble nepexoapbl, TemnepaTypbl b
nepexoaoBs, U3MEHEHUE SHTANbMNUN,

S yaenbHom TennoemkocTtu -180 ... 2400°C )

4 )
N3meHeHne maccbl M3-3a Pa3NOXKEHUA,
BblAE/IEHUA ra30B UAM B3aUMOAENCTBMUA C
atmocdepon -150 ... 2400°C

. J

4 )
N3meHeHUne pa3mepos, aedpopmaLinm, BA3KO-
3N1aCTUYHblE CBOMCTBA, Ppa30Bble NEpPexoabl,
NAOTHOCTL -260 ... 2800°C

\_ J

~ ™
TemnepaTyponpoBOAHOCTb,
TENNONPOBOAHOCTb, TPAHCMOPTHbIE CBOMCTBA

_-125 ... 2800°C y

4 )
MNOHHaA BA3KOCTb, NOBeAEHME NPU
OTBEPKAEHUU, ANINEKTPUYECKNE CBOMCTBA
KOMH. ... 400°C
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ACK u 4TA



Tenanoma unu memnepamypa? 1D

«fopauun» VS. «XonogHbIN»

T=35 °C. }apKui geHb. XonoaHbIN Yai

[Moyemy?



Kanopumempusa vs. mepmMmoaHanu3 1D

* N3mepsem KOIMYeCcTBO TENNOTbI?

\
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* Kanopumetpusa!

— Apamnabatmnyeckan (HeT obmeHa Tensia c OKpy*KaloLen cpeaow,
MeHAeTcA TemnepaTypa)

— M3oTepmumyecKkan (0bmeH Tenna c OKpYrKatloLLen cpeaon, TemnepaTypa
He meHsaeTcA)

— TennoBoro noToka (onpeaenserca He Tenao, a NOTOK Tennaa npwu
obmeHe c oKpyXKatoLen cpeabl) 10



Kanopumempua vs. mepmMoaHanu3

* M3mepAaem nameHeHue ceomnctea P=P(t) npn nssectHowm

3aBUCUMOCTU TemnepaTypbl OT BpemeHu T=T(t)?

T /Mr
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* TepmoaHanus!
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Kanopumempus vs. mepMoaHanu3 T

Kanopumetpus ’7 TepmoaHanus

KanopumeTtpua tennoBoro notoka @ (onpegenaercs
He Tensio, a NOTOK Tensia npn obMeHe C oKpyXxatoLlemn
cpedbl co BpemeHeM Npu n3BectHou pyHKuum T=T(1))
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Ymo makoe [CK? 1D

e 1 - nnddepeHumnanbHaa — U3mepaeTcs
Pa3HMLUA MeXay CUrHanamum ot obpasua u
obpa3ua cpaBHEHUSA

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

* K—KanopumeTpua, B UTOre MOXKHO
onpeaenenTb KONMYeCcTBO TEMJIOTbI (KaK
MHTErpanbHYO BEANYNHY, UCXOOHbIN CUTHAN
«TPETbero TMNa» KanopmMmMeTpoB — TEMNJIOBOU
NOTOK)
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HYmo uzmeparom?

17

Mpoueccobl, conpoBoXaalowmecs U3SMeHeHMem TenaoBbIX CBOACTB

unau tennosbimu 3pPpeKktamm

e XMMmunyeckume peakuum
— JK30TepmMmuyeckue
— JHAOTEPMUYECKUEe
*Pusnyeckue npoueccobl
— [1naBneHune un
Kpuctannmsaumsa
— UcnapeHue n cybammauums
— ®a3oBble nepexoab!
— [lepexon, CcTeKNnoBaHUA

‘OnpepeneHne Ten10eMKOCTH

— Tenn1o0emKoCTb BellecTBa
Npu Harpese

— OnpepeneHne N3ameHeHuUA
TEenJ10eMKOCTU

NP CTEKNOBAHUMU

14



Kak «mnocdumame» menso? 1D
Mpsmas

Tennonepeaaya TennonposogHoctb (POPMUPYET CUTHAN)
3akoH Pypbe (npumep ana 1D):

r‘ Gl AT 1

T b =——=MNT)S— = —-AT

at () Ax 1

U3nyyeHune

(D"“"AT T BnusieT: uBeT o6pasua
’

KoHBeKkuus

(I)NAT BrinsieT: NOTOK rasa

15



Kak «nocuumameoe» mernsno? T,

KoMneHcauusa MOLWHOCTH

[TogaBneHne pasHuUbl
Temneparyp rneym n B obpasue
3a CYET nogadym Toka | Ha
obpasel, ¢ conpoTUBNEHNEM R:

®’=I>R

THUT'JIN

obpazenr ||
cpaBHeHHS |

| o), | | o)
T

HarpcBaTeliib

oOpazern

_TepMOMeTp
COIIPOTHBIICHNA

* \3amepeHUe pasHUUbI TeMnepaTyp
icnonbayeTca cBs3b NO 3akoHy Pypbe

grad T (TemnepaTypHOro rpagmeHTa) u
® (TennoBoro rnoToka)

d=k-grad T

Th——jl-0ob6pa3zen
L_|

' ™ceHcop (KOHTaKTHas ILUTOIIAIKa)

TepMOMaphl

16



Tunsr [ICK 1D

* Heat-flux/flow (Tennosoro notokKa)

— Tennonepepava yepes AHO AYENKN KOHTAKTHOM NAIOLLLAAKE
(6onbwmnHcTBo ACK. Tak npoule n aewesne)

— Tennonepepaya oT Bcero obpasua MHOXKecTBy Tepmonap,
06beIMHEHHbIX B KOJIbLA BOKPYT LMANHAPUYECKON AYENKE
(kanopumeTpbl TnaHa-Kanbse)

 Power-compensated (KomneHcauna MmoLHOCTU) — B 06pa3sue
nornoLiaeTca-sblaensaerca Tensio?

[MoaBeaem-oTBeAeM COOTBETCTBYHOLLEE KOJIMYECTBO B KarKA bl
MOMEHT BPeMeHU, 4Tobbl TemnepaTtypa obpasua ot
NpPorpamMmmbl He OTKJIOHANACL. N nocynTaem

— MHorue KanopmmeTpbl TuaHa-KanbBe MOXHO KanmbposaTb
N B TAKOM pexunume, no adpdekty [oyns

17



Kak 8bienaoam ceHcopbl

S RE Heatflux Transducers

| I
I . BATE(BRLR 25 M
‘ Sensor Matrix

y roforonce | sampla L

thermostated calorimetric  block

£ EME CALVET Calorimeter C80 EEAMREAM Sectional View

|

Takme MOXXHO UCMOosib30BaTh B
N30TEPMUYECKOM PEXNME,
OonbLue BO3MOXHOCTEN AN
peakuMOHHON KanopuMeTpuu,
onpegeneHnst TennoT
cMeLleHna u agcopoduum

Ha nopsgok gopoxe ®

EcTb B peCypCHOM LeHTpe
crnoery mn MUCumUC

18



JCK — eapuaHm mennogo20 nomoka |7

NMotomok metoaa ATA. NlamepsieTca pasHuua TensoT, BblAENSoLWNUXCA
B oDOpasLe 1 aTanoHe (nocpeacTsOM N3MEPEHNA TeMnepaTyp
NfoWaaoK) B TEYEHNE BPEMEHU NN TEMMEPATYPbI, KOraa OHU
noaBepralTcs 04MHAKOBOW TeMnepaTypHOU nporpaMmme

TennoBon NOTOK NpU TeNsIONPOBOAHOCTU NPOMNOPLUMOHANEH rpagueHTy
Temnepartypsbl (3. Pypbe)

Obpazey Sran
KoHTakT Tepmonapsl ¢ nnowagkamm ¢
TUIMSMM obpaslua 1 aTanoHa genatoT Kak
MOXHO ny4yLie
T
MakcnmanbsHas nepegada Q, Ho He 100%
AT

[Touemy?

19



JICK u [ITA ﬁ

OTA — namepeHne temneparypbl B TOUKE
[NCK — nsmepenmne temnepatypbl BCEW koHTakTHOM nnowanku

ACK / mBt/mr
050, l e ACK vs OTA —
0.45. BblTPbILL B

OGpasen: 80% 5i0, + 20% K,50, I,[I,CK C, L‘lyBCTB UTENIbHOCTH,
0.40. Macca obpasma: ~20 MT '

| Tureas: Pt+kpbImiKa pa3peweHnn CMrHaaa

0.35. Cxopocts Harpesarns: 10 K/mun

AtMmocdepa: aproH
0.30-
0.25-
0.20
0.154

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

20



YyecmeumesnbHOCMb CeHCopos

CpaBHeHUe pa3nuuHbix [JCK-ceHcopoB

DSC Sensors
(Different Thermocouples)

NETZSCH

DSC Signal / pWimg

1.50+

1.00+

0.0 4

+ exo
Sample: 80% SiO, + 20% K.SO,
Sample mass: =20mg
Crucibles: Pt + lids
Heating rate: 10 K/imin
Atmosphere: Argon

530 540 550 560 5/0 580 590
Temperature / °C

YyscTBUTENLHOCTL B Pt/Rh Turnax, atmocdepa: aproH

B (P/Rh30%)

S (P/Rh10%)

K (NiCr-Ni)

E (NiCr-Constantan)

DSC, TG, STA measurements. 08-10-2009

npuonuauntensHo 0.5 (MKB/MBT) (mmpu 500° C)
npuonuautensHo 1.2 (MKB/MBT)
npuonuanTensHo 8 (MKB/MBT)
npndnuantensHo 16 (MkB/MBT)

www_netzsch.com

21



KoagpgpuyueHm mepmo3/C o

Nnu no4yemy Ha KaJ'II/I6pOBKe Mo 4YyBCTBUTEJTbHOCTUN HE JTNHUA

IR R R RS AN R AR AR A RN

80 Xpomens | xoncmaHman

A ele n3-3a notepb
Tenna: Ha KOHBEKLUMIO U
n3nyyeHue
TennonpoBogHOCTb
TUIMEN U ceHcopa —
Benuka (ecnu ums
MeTanna), Ho He

Xpaens [amomens MrHOBEHHA W HE MNOoJHa

WemiuwonsP [ memunonyN Y Perkin Elmer
/ Kepamu4ieckue

CEHCOpbI — XyXe
YyBCTBUTENbHOCTb, HO
CTOWKME K
Podabadadedntalaladyty arpeccmBHbIM

0 200 400 600 800 1000 1200 obpasuam
Temneparypa, C° 22

70

Cu/xorcmanma

60 F\E/mcmanman

50

crdrrer bl

fIaamunensl

40

llill

30

t d
20 Ptisir/ P

Kosdbdbuguent tepmo-310C, mxB/C*®°
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Tepmonapel

E=a;,(T,~T))

| i) |
chromel | Tref | copper | ‘meter :
| Ay = . 1
 Tsense | , | , !
| ' | : | :
| | | ° | | |
alumel \ o copper |
| Lref_ ]
2.,_ Tpe N
| == Chromel-AuFe0.07
o
—_——2 T S
= |
E |
-4
= |
—
|
el [— Tweek]|
: — Type] :
X ' — Type E .
10T g reas Capess - I ; i ]
=270 =200 =100 022 0 500 1000 1500

Temperature T (deg C) Temperature T (deg C)



DSC /(mW/mg)

0.5/ 1exo
0.0 1
-0.5 -

-1.0 1

17

Flow /(ml/min)

- 300

11250

Ml

S A Ay S S W T

[l

-1.5 1

100

200

300 400 500
Temperature /°C

PopmupoeaHue cuzcHana ACK

- 200

- 150

- 100

- 50
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Hyneesoe npubsuxceHue T»,

DSC /(mW/mg) Temp. I°C
1 exo

15
0.20 e -20
-25

4 30
-0.40 e - -35
-40

45

255 26.0 265 27.0 275 28.0 285
Time /min

*CTaunmoHapHoe COCTOSAHME

*HeT MexdasHbIX rpaHuL,

*YunTbIBaeTCAa TENNOEMKOCTb TONbLKO 0bpasua u obpasua
CpaBHeHMU4

‘IlneanbHO CMMMETPUYHAA KOHCTPYKUUS N3MEePUTENbHOM
CUCTEMDI

‘Iamepsiemas TemnepaTypa paBHa TemnepaType obpasua
*HeT TennoBbIX NoTepb

25



Hyneesoe npubsuxceHue T»,
TemnepatypHas nporpamma I = TO + Bt
Ham n3BecTtHa npousBoaHasa TemnepaTypbl no
3aKoH C(Dyan:e BpEMEHI
AA L 0} 20
D5 = Ax (T — 1 ) — AT D, = @ :[Q [G_TJ :Cpsﬁ
A}L(T) F{ \ Ot / p.FS 6T/’p,5 ot p.F ?
(DFR:T(TF_TR):_‘&TFR d :ffé‘_Q\ :{E}_Q\ (G_T] =C .
p.FR aT / p.R ﬁf p.F "

[ToToku Tenna (obpasey, S n atanoH R, F- neyb)
| 1
D pg =D g = ;(TF ~Ts —Tp +Tg)= _;(TS ~Ty)

Dpg —Dpp = ﬁ(cp,S - Cp,R)

MbI MOXeM y3HaTb TeNJSI0OEMKOCTb obpa3ua!l

20



[Tepsoe npubnuxceHue T»,

*HeT mexdasHbIX rpaHuLy

T o6pasua ‘IgeanbHO cUMMETpUYHas KOHCTPYKUUA

T sTanoHa N3MEPUTENLHON CUCTEMBI

. *[lepepava BblOENS0LLErocs Tenna

ipems CEeHCOopy NPonUCxXoanT MrHOBEHHO

Namepsiemas TemMmnepaTtypa paBHa
Temnepartype obpasua

Mnowaab nuka A

= TennoTe nnaBneHMs *HeT TennoBbIX NoTepb

TeMmnepaTypa

>
_——— ]

—_—_———— e e e b o — ——

cuctema HE CTALUMOHAPHA

Pa3zHuua Temnepatyp (Tob — T37)
(=]
;

» BpemMs

¥

e

217



[Tepsoe npubnuxceHue T»,

D p

Qg =pC,s+C,g

D pg =D pp

DSC ~ AT,

PasHuua Temnepatyp (Tob — TaT1)

B obpasLie 4YTO-TO NPOUCXOANT C

BblOaeneHnem/nornoweHnem Tenna
. C,s dT‘ P‘de_c i o,

dt PS

dATsy +@,

dt
dAT. dAT.
=ﬁcp.3 +C —M+d)r _ﬁCp.R = ﬂ‘ﬁCp,SR +Cp.5—m+q)r
dt dt
1
Dpg — Dy = —;ATSR =g
=-1®, - frAC, o -1, dA;}R
’ L Ham HyxHa Tennota ®I1, a He NoTok,
| Ar NO3TOMY UHTErPUPYyEM)
®, = __ATSR = PAC , _Q—SR
' dt
ICD dt=0, = lede:f _[(ﬁacp o Mt - J’(T‘ "ATW}J
s DSC AuVimg)
Mpumep:

T II’ T Bpema ! nrasneHne Metanna
A :
l ] ;
l /\: Mnowaab nuka A
| | = Tennore niasneHns 4
[ A\
i i 3 Area: 417.5 jVsimg
| |
| | 2
I |
| |
| | 1 i
I |
1, 1,

» Bpems 260 270 250 200 300 210 320 230 340
Temperature £C



basosbie nuHuu. [jCK 1D

['opusoHTaapHast caeBa ['opusoHTaabHas cripaBa
['opusoHTaapHast TaHreHITMIaABHAS
I[IPOIIOPIIMMOHAAbHAS . [IPOIIOPIIIOHAAbHA
P p © c AuHeltHas P pH © ©
I1LAOITaAl [1A0IIa A

29



Bmopoe npubnuxceHue T»,

Bcé NMPOUCXOAUT B NPOCTPAHCTBE, CUTHAT 6yueT 3anas3aiblBaTb

Bonpoc: 4to npon3onaeT, ecnu TemnepaTypHasa nporpaMmma
OKa>KeTCFI HENMUHEWNHON?

\TS| .
T

g
| t
TW

T =Tg—1,

N\\\\\\\\\\\\\\\\

dT,g

dt
dT, »
dATSR T:nR:TR_T2 d’:
AT, smr = ATgp _Tz[ ;t - ]

1 dAT, d’AT
®,(r)= _;{AT;nSmR +rPACsg + 1 —22 eh }

30



Koppekuyusa cueHana |D

e ACUMMETPUA N3MEPUTESIbHOU CUCTEMDI
—MN3mepeHune HyneBou NNHNN
CHumarom 0719 mensao0émKocmu

...Usu 8 cayyae 0KonogpamasbHO20 3a2PA3HEHUA CeHcopa
eKOoppeKumna No Temnepartype

—-NCK(t) (ACK(TmR)) - ACK(TS)

Koz20a xomam ymoYyHuUms m-py aukeuoycda u meKyuwyo

memnepamypy npu onpeodeseHuu 4ucmomsoi
eKoppeKuua no TensoTe

—ACK (T) > ®(T)

31



Accumempus usmepumesibHol cucmemesi

Flow /(ml/min)

[

Sl

[l

20

Time /min

30

40 50

Temp. /°C
- 300
- 500
- 250
-400
- 200
- 300
- 150
L 100 200
150 L1400
-0
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Accumempus usmepumesibHol cucmemesi

Flow /(ml/min)

DSC /mW Temp. /°C
1 exo
04 E
" 1300
500
2] 250
400
-4 4 200
300
150
-
L 100 200
8
50 100
-1V 0
10 _ _ I . I | 0
0 10 20 ) .30 40 50
Main 2017-10-28 18:23 User: Ekaterina Time /min
DSC /(mW/mg) Flow /(ml/min)
054 T exo
300
0.0 | 1250
200
-0.5
- 150
1.0 - 100
(1)
\ ) 1] 50
-1.54 \]
-0

100 200 300 400 500
Main 2017-10-28 18:26 User: Ekaterina Temperature l C



N

a

%

AN

N

' —
TSI - TnR -

!

7

% TmS

1
1ga

' _eff
TSI - TnR - z-SmR(

eff _
rSmR -

prga

I

dTy

- dTmR

dt

dt

(DSCg, - DSCyy )

(DSCy, = DSCy, )

eff
SmR

TS" _TmR

Koppekuua no memnepamype

r_ 8l — b o
T, S TmR =r SmR(DSmR =T SmRCp,SmR(

dTS" _ d7;nR

17

dt

| ;5/

Ts

dT ~ dT, p
dt dt
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Ymo enusem Ha cueHan [CK? 17

daKTopbl, CBA3aHHbIE C
n3mepuTesibHbIM
npmnébopom:

e ATmocdepa neuu
ePa3zmep n popma neyu

e MaTepuan n reomeTpusa
nepratena obpasua

e CKOpPOCTb Harpesa
ePasmelleHNe Tepmonapsbl
OTHOCUTENbHO 0bpa3La

XapaKTepncTukn obpasua:
ePa3smep yacTtumu u
NNOTHOCTb YMNAKOBKMU
eYcaaKa

eCTeneHb KPUCTANNNYHOCTU
eMacca obpasua

e [enn1onpoBOAHOCTb

* [enn10eMKOCTb

35



Ymo enusem Ha cueHan [ICK?

DSC f{uvimg) Temperatur 'C
. 20 Kimin L Fa200
| Exo ¢ 7
10
180
3 :““ .
b O6pasel: MHANIA =
. ’ Turene: Al [
. 150 Kuvimg)
- Macchbl: ogMHaKkoBble 15, bow Prash: $50.6-C, 4436 (¥¥ing
e MpuGop: 140 h . .
152 4,052 b
4 JCK 200 PC - b
40
2 Kimin
2 120 .
4.0
o
10°/MuH
0 30 'f
Paak: 1579 °C, 2 346 uvimg
20 30 40 a0 y
Zeitmin 15
o]
5%MuH
20
15
10 /MWH
Onget: 15650
P 0s
DSC Kuvimg) fOnsel 1565 °C
Cu t 1567 1
g 157 158 159 160 181 162
Temperaturs FC
5
4
3
2
1
0

155 156 157 158 159 160 161 162 163
Temperature FC



Kanubposka rno

NETZSCH TesnepatypHan kanwbpoeka - DSC 200F3 t-sensor

MpuGop:
dain:
CropocTs Harpesa:
Me4e:
Turens:
ATMmoctepa;
Nara:
25
20
1.5
[&]
=10
:
= 0.5
a
8 00
[
-0.5
-1.0
1.5

NETZSCH DSC 200F3 240-20-067-L
Sgrad_120_420_10.15.ngb-td5

5.0

Std DSC 200F3

Pan Al. plerced lid

NITROGEN

13.10.2015 15:02:36 (UTC+4)

memmnepamype

‘H\""\-\.
- -
'“'“-.._\___H%
T .
0 100 " 200
Taken. /°C

" 600
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Kanubposka no yyecmaumensHocmu | [J

‘ DSC Signal / uVimg
$&x0 —
Sample: 80% S:0, + 20% K.SO, \
NETZSCH Sensithty - DSC 204F1 t-sensor 1.50 cs' m""' g :,2332 A ’ !l Type €
Instrument: NETZSCH DSC 204F1 240-10-170-K Heatingrate: 10 Kimin f \
File name: Calibration 10 N2 40_70 _ngb-ed3 Atmosphere: Argon
Heating rate: 10.0 1.00
Furnace: Standard DSC 204F1
Crucible: Pan Al pierced lid
Atmosphere: NITROGEN
Date: 12.10.2015 17:28:21 (UTC+4) 0.50
i 00
2.4 e~
] T 550 510 =50
2.2 \ ‘
% 2.0
= il
=
=
é 1.8
2 il
& 164
1.4
1.2 T~
......................................
200 100 0 100 200 300 400 500 600 700
Ti*C

’ﬁmHT

onxef

(S7)
K 0 (ﬂmm ) =7
KoHBEKUMS, M3NyYeHNe, KOHCTPYKLUS F
npubopa, paccToSHUS — I(DSCs: — DSCyp, )dt
aHanNUTUYECKN TOYHO He paccunTaThb f
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CmaHOoapmel 1D

*BblCOKas cTeneHb YMCTOThbl (He MeHee 99.999%)
*TOYHO YCTAHOBMNEHHbIE XapaKTEPUCTUKMN Da30BbIX
nepexonos

*yYCTONYMBOCTb Ha BO34yXe U K BO3OEUNCTBUIO
N3Ny4YeHns

*XMnU4yeckasa ctTabmnbHOCTb

*HM3KOE JaBfiEHME HaCbILLEHHOro napa npu
TemMmnepatype pas3oBoro nepexona

*HEPTHOCTb MO OTHOLLUEHWIO K MaTtepuany TUrmns
*brIn3Kue K nccrnegyemboiMm obpasuam
Tennodunanyeckne (TenIoeEMKOCTb,
TEenonpoBOAHOCTL) U dmanyveckme (Macca,
TONLWMNHA) XapaKTEPUCTUKM,

*He CITMLLKOM MernKue pasmepbl TBepabixX YacTtuy
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CmaHoapmeli

Substance

C6H12
C10H16

Hg

H20

Ga
Biphenyl
Benzoeacid
KNO23
Indium
RbNO3(trig=kub)
Sn

Bi

KCIO4

Pb

Zn
Ag2504
CsCl

Al

K2CrO4

Temp.
/oC

-87.0
-64.5
-38.8
0.0
29.8
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
Jig

-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
-107.200
-51.900
-17.200
-397.000
-37.000
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O Kanubposkax 1D

[1n4 NMNoJ1y4eHNA BbICOKOTOYHbIX MSMepeHMﬁ N BO3MOXHOCTU
CpPaBHEHUNA PA3JIM4HbIX MsmepeHmﬁ HGOﬁXOﬂ,MMO NPOBOANTDb
N3MepeHnd B OOHNX N TEX XKeE YCITOBUAX:

— OauH u ToT e gepxatens (TT/ACK vunn TI/OATA
unn T0)

— OfgHa u Ta xe Tepmonapa (E vnm Kunu B unn S)
— OOVH 1 TOT Xe TUN TUrnewn

— OpHa 1 Ta e aTtMmocdepa (CKOpPOCTb MOTOKa,
TUMN rasa)

— OfHa 1 Ta e CKOpOCTb HarpeBaHusi obpasLa

41



da3o086bie pasHosecus
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®fl1 | pooa y yucmozo sewecmea 1D

Hanpumep, nnaeneHue In

Heat Flow / mW/mg
+ eX0 159,62 °C
1.20; f 159,80 “C
Sample: Indium ) 159,59 °C
1.00- Sample mass: 8.74 mg J'
Crucible: Pt+Lid |
Heating rate; 10 Kfmin
0.80{ Atmosphere: Nitrogen
Sensor; TG-DSC type E
1
0.501 I\ Lt 286 dig
\ 28610
0.404 \ 28.54 Jig
Lit: 156.6 °C \‘«\28-54 Jig
156.73 °C
020 156.71 °C \\
156.70 °C S DSC
0.0 1
130 140 150 160 170 180 190
Temperature / °C

*Temnepatypa PI1 4ncToro BellecTsa — TeMmrneparypa Hadana npouecca
[Tnowanb nuka — aHTanbnua eIl

NMoyemy 3TO CTPOro BEpHO TONILKO Ha HarpeBe?
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[lnasneHue sewecmaa ¢ npumMecsro 1D

OnpegeneHne npumecen B BeLLECTBE MO NOHWXEHUIO TemnepaTtypbl nnaeneHna (ASTM E 928)

YpasHeHue Wpépgepa

d () apeh,

dT ~  RT? (Af'u.sHA + f(T))
Ar, cH (T — T Ae, Hi T — T,
anA — [n(l _ xB) — fus A( U,A) ~ fusttA _ 0,A
RTy AT R TU’A
4 Nty M) +nyq(T) +ny ny +n,

B TBEpaon dpase — ToNbKO OCHOBHOM KOMMOHEHT!
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OnpedeneHue Konuyecmsa npumecu |7

n;
x2;(l) (T) — XZ(T) — ny ([)(T) + n,
Xoy(T)  ny+ny
X3 ny oy (T) + n,
RTOZA
T =T, — |
A AfusHA (

T/K

427

Ecan npumecu od. mano:

RT§, 1

T =Tya— —
0,4 ArusHy sz

Cwm. cnang 34 kak
CKOPpPEKTMpOBaTb TeMneparypy
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MHo2oKOMMOHeHMHble cmecu 1D

ACK B C&C'Z-M9C|2-HZO

DSC /(uVimg)

1 exo
6 “ -
MeHaueTUH + 2% aMMHODEHI0HHOW KMCNOTLI 0l —
KomnnekcHbIi nuk: Peak:-33.8 °C, -0.53623 uV/mg
4 Mnowaas: 543 .4 mcBiar 1 Peak: -464 °C, 066684 pVimg
M 1337°C M
Hauano: 1325°C
O -521°C
Kowey  134.3°C neet
3 LUupuna: 1.1 "C(50.000 %) -2
BbicoTa: 3.9962 mBiwr
[EH -3
l
-4
-2
-5
-100 -80 -60 -40 -20 0 20
122 124 126 128 1an 132 134 136 133 o
Tewneparypa ("C 2151120 1542 User Ekaterna Temperature /°C

DSC /(mW/mg)

Cornuayc. Ios Car e D Nuksnayc.

Kak ona ©I1 | poaa, NocnepHsan
Ha4yano npouecca nopums

pacTBOpPUBrerocsd
BellecTBa

Cwm. cnanpg 34 kak
; CKOPPEKTNPOBATb
Temneparypy

-20 -15 -10 -5 0 5 10 15 20

Temperature /°C 1 6




NcToYHUMKM OLLIMOOK
HepaBHOBECHOCTb UCXOA4HOTO HepaBHOBeCHOCTb yCﬂOBMﬁ
obpasuya usmepeHus
*MeTactabunbHas c|>a3a *bonblaa macca o6pa3u,a
*Hannuyume I'IpOMG)-KVTO‘-IHOVI (I)a3bl *BbICOKaA CKOPOCTb HarpeBaHUA
*Heoa4HOPOAHOCTb NO COCTaBY *BbICOKaA CKOPOCTb OXNaXKaAeHuA
I
I
LB
LA
dt
Puc. QdaszoBas auarpamma
e rHNOTETHYECKOI cuctemsl A, B
C TMpPOCTOM IBTEKTHKOH H
kpuBsle JICK wumcroro A wu
: . o ® ™ CMECH C COCTABOM X
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da3osbie duazpammel 1D

Weight Percent Zinc

0 10 20 30 40 50 60 70 80 90 100
00 5 At e Ay e e S T KaK6yﬂyT
850°C
BbIMMAQETb
6004 L L
TepMorpammbl npu
. pasHoOM
500 & L
. 5 cogepXaHumn Zn?
=
00 ‘ 416+2°C 419.58°C
- 400 4+—(Mg) / | 381°C 3
1
‘é 24 340s1°C 28] 34731°C Y 922 996
\'| A H | it
L ~ 1 ' H - :
E 3003 325+0.5°C 342t/1°C i E !E (Zn)—=ff
o : ’ i
E= ! ' ::
i ) i
- ! ) it - :
N sl S & S
il 20 ) ol Q0
! = =u =
| I I
100 ' . ik 2
] it
] ] i
- ! i
1 ] it
1 ] 1t
1 } 1t
: ! 1
0 v . . V] SRS & s 5 R
0 10 20 30 40 50 60 70 80 90 100
Mg Atomic Percent Zinc 7n
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CmeknoseaHue
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CmeKsnosaHue

*He aBnaetca ¢pa3oBbIM nNepexoaom
*°3aBUCUT OT CKOPOCTM  Harpesa,
CKOPOCTM OXNaxAeHnAa un3 pacnsasa
(TemnepaTypHaa npeancrTopusn)
*ECTb HECKONbKO  onpeaeneHum
TemnepaTtypbl 3TOro nepexoaa
*YKa3blBAlOT HA4YaN0 U KoHel,
nepexoaa
*CepeanHHaA TemnepaTtypa
*OUKTUBHAA TemnepaTypa




CmeKsnosaHue

DSC /(mW/mg)
T exo

-0.05

-0.10

-0.15

Ten10eMKOCTH

-0.20

-0.25

Temneparypa

H=const npu T=Tg, a Ac, He 0!

: 4°C
elta Cp™ _ 0.489 J/(g"K)

440

liser Fhatarina

460 480 500

Temperature /°C

520 540

®dukTMBHaA Tg paccuyuTbIBaeTcAa U3 3TOro0 CBOMCTBA

*Temneparypa, nosydeHHasa U3 nameHeHuns tennoemkoctn (O CK)
MOXEeT He coBnaaaTtb C BeJfInYMHaMu, NonyvYeHHbIMU Npu
onpeaerieHnn BA3KOCTU, UBMEHEHNA CKUMAEMOCTU/YONUHEHUS

o1



CmeneHb KpucmanauyHocmu 1D

[Toyemy 3TO OLEHKa He SBNSETCSH CTPOro KOPPEKTHOM C TOUKM 3PEHUSA
TEPMOANHAMUKN?

dQ : Nnasnerue
dt DHAO-3(PM@EKT

1 bazogas

ﬁﬁﬁﬁﬁﬁﬁﬁﬁﬁﬁﬁ ~ NIMHUA

Kpuctaninsauus 3K30-3ppexT

|
r
|
|
|
|
| |
| 1
4 ‘
1 |
TCT TC

CrteneHb KpuctannuyHoctu, % = (Q,,-Q.)/AH(100% kpuctrammuanocts)* 100
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DSC KmWimg)

80
20
15
10
05
Ak 2832 g ¥
00 | j
130 140 50 160 170 180 190

Temperatura I'C

Xumuyeckue peakyuu

SXC!



al

Memoo [ICK 0a4 xumu4yeckKux peakuyuu

« QHTaNbNUO obpasoBaHMsA/peakumn 3TMM METOAOM ONPEeAennUTb Hesb3A
» Ecnun ecTb ra3oobpasHble NpoayKTbl/peareHThl
» ECcnin HEBO3MOXHO onpeaennTb TENSTOEMKOCTb NMPOAYKTOB (Hanpumep, OHK
CTEKINyTCA)
» Ecnun peakuua npotekaeT He 40 KoHua/ He CTEXMOMETpUYECKas

* B ocTanbHbIX cnydadax MOXHO cAefiaTb OUEeHKY SHTaJ1blMnn o6pa3OBaH|/|$|/peaKL|,|/|v|

0.2
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
3 \ visible
§ T 105.62°C
-0.2 = /
106.59°C(l) \ \\\._

107.32"C‘. /

04 T T
0 100 200

Exo Up Temperature (°C) Universal V3.1E TA Instruments



Xumuyeckasa peakuua uau df1? v,

*ECTb U3MeHeHMne Macchbl — XMMUYecKas peakums

*HeobpaTtumo — xummnyeckasa peakuuns AN nepexon us
MeTacTaburbHon/HepaBHOBECHOW (pasbl B paBHOBECHYIO (HE BOCMNPOM3BOANTCA
NPV UUKITMPOBAHUN)

*Ecnn He cmeck, a HamBuayanoHoe coegmnHeHne — @I He ByaeT 3aBuceTb OT
CKOPOCTW HarpeBa (Ha oxnaxaeHun 3TO yTBepXKaeHne HeBepHo. [lovemy?)
*@azoBbIn rnepexoq | poga vs |l poga — ecnm ectb rmctepesnc Harpes —
oxnaxneHue, ckopee Bcero | poga. OgHako no dpopme curHana OCK He Bceraa
MOXXHO YyTBepXaaTb, 3TO UBMEHEeHMe TeNNOEMKOCTU 1IN BblaerieHue Tenna.

TpebyeTcs yTouHEHME CTPYKTYPHbIMU MeTogamu (PPA, PCA)
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DSC fuVv Temp. /°C
T exo
{ — e = = = } 1100
7
-2 ] 7 1000
-4 [ 900
-6 Ve f
J/ 300
8 e
P 700
-101 [4] CS_Zeroline.bdc 7.mdec | goo
DSC
2 7 - Temp. L 500
[5] CS_Cp_measurement.ddc |
-14 DSC
Temp. 400
-16 [6] CS_Calibration.ddc_7.mdc
— DsC t 300
-18 1 Temp.
— . . . . . . + 200
260 280 300 320 340 360
Time /min

Tennoemkocmeo
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TernnoemKkocmeo

DSC vs. AgnabaTtnuecKkaa KanopmmeTpus

*[leweBne

*bbicTpee

*MeHblue HaBecKM (20-40 mr vs. 1-2 )

*TemnepaTypHbIM Anana3oH (120 K— 1200 K) vs. (4 K—300 K)
*[TorpewHocTb (3-7%) vs. (0.5-1.5%)

UCTOYHUK OWLNOOK

* /I3MEeHEHME NOJIOKEHUA TUTNA B AYENKE

e Pasnnyme TennoPpmn3nYeCcKmMxX XxapakTePUCTMK 0bpa3ua u
clwTaHAapTa

e OTAn4yme cpegHen TemnepaTypbl 0b6pasua OT U3IMmepsemon
TemnepaTypbl

e Npeid Hynesom AnHmUmM (ASTM E-1269: TAW7 - TY[ < 200°C,
f=5+20°/muH)
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TG /mg

hosting device 0.0 ]

-0.51

. 15

[T porye
< purge 2

protective -2.0
balance
system

=231

100 200 300 400 500 600 700
Temperature /°C

Tepmocpasumempus
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Yempoucmeo npubopa

Programmer
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[lpoueccel 1»,

 Xumunyeckue peakumu

— TepmMunyeckoe pasnoxeHue
— CTtapeHune maTtepunarnos

— OKucneHune

* TepMOKMHETUYECKMUN aHanns

» dusnyeckKkue npouecchbl

— WicnapeHue Boabl nnn apyroro pactBopuUTens
— Cybnumauus

— Apcobpuus / gpecopbuums

* lo6o4HbIe npouecchl

— Bce nepeuncneHHble ansa 3arpsA3HEHHOIO TUMTIS

— VI3meHeHune BbiTankmeatoLwlen cunbl B 3aBUCUMOCTU OT
Temnepartypbl 1 YCNOBUNA CbEMKHN

— CurHanbl, cBsi3aHHbLIE C YCTPOWUCTBOM Npubopa (CKadku
HanpsXXeHns, CUNbHbIN yaap rno noBepxXHOCTU, e YCTaHOBIEHDI
BEChHI)

60



UYmo enusem Ha pe3ynbmam? 1D
daKTopbl, CBA3AHHbIE C daKTopbl, CBA3aHHbIE C
npuébopom: obpasuyom:

—CKOpOCTb Harpesa —Macca

—Popma aepxatens obpasua, —Coctas

neym n KOHTeEMHepa ansa —PacTBOPUMOCTb B HEM
obpasua BblAENAOLLMXCA ra308
—ATmocdepa neun —Pa3smep yacTuu, n NNOTHOCTb
—YyBCTBUTE/IBHOCTb YNaKOBKM

3aMKMCbIBAIOLLLETO YCTPOMUCTBA  —TensioTa peakuum
—XMMWNYECKUWN COCTaB —TenaonpoBOAHOCTb
MaTepuana KoHTenHepa ana

obpa3ua
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ba3zosada nuHUA

TG /mg Flow /(ml/min)
0.05 |
0.04 | L 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  2015-11-28 1421 User: Ekaterina

Temperature /°C

17
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CvemKa 6e3 6a3zosoU AUHUU

100 4

98 4

96 |

94 -

92 +

90 1

TG %

_—

Ca-Oxalat-Messung

ohne Korrektur

DSC /mimg)
1 Exc
1.0

-0.8

- 0.6

- 04

-0.2

--02

50

100

150

Temperatur /*C

200

250
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Apmegpakmel TI

500 500
Temperatur 'C

Mex. konebaHusi BO Bpems
namepeHunsa («XonHyn ABepbO»)

TG img
005
(_ —'—hhm_k--.._\‘\
0.00
\ Wert: 701.0°C, 0.08/mg
-005 K
010 \\\
\\&‘
<015
100 200 300 400 500 600 700 800 900
Temperatur /°C

CMeHa noToKka rasa Bo BpeMsi UaMepeHusl.

JInbo ckavok HanpskeHns B CeTU

Temp
TG /% Gasfluss /(mlfmin)
&3
.(“
r‘/‘
a0
L
-

80 200
70
60 150
50
a0 100
30
20 50

]
10 :

E

u]
30 35 40 45

KonebaHusa naBneHus B KOMHaTe

rC

700

600

500

400

300

200

100

3abwunca knanaH, oTBoAALLMN ra3

04



AHauU3 omxoo0AawWux 2a308
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Ectb B LUK MI'Y, y Bac Takon 3agayn He byget © ,
T /% MoHHbI ToK *1C
100
F7.0
90
£6.0
o 5.0
70 4 L4.0
607 3.0
50 | m/z 18 ”
401 —/L miz 17 A (1.0
30 : - 0
400 500 600 700
s 20150613225 Tomanmanen Temnepatypa /°C
pubop Dainn Dara K obpasua ObGpasey Macca/mr  Cerment  [nana3on Atmocdepa
TA 408 PC/PG |03667_Z_10_800-30_Air+MS.ngb-dsv |2015-06-13 667 Z 12,852 mn 40/10.0(K/MnH)/800 | AIR(80/20)/30 / ARGON/--/ ARGON/10
MS 403 03667_z_m17.00_s1.imp 2015-06- 13 03667 Macca 17.00 n 40/10.0(K/MuH)/800
MS 403 03667_z_m18.00_s1.imp 2015-06-13 | 03667 _: |Macca 18.00 n 40/10.0(K/MuH)/800 =

BbiBoA, pe3ynsTaToB: Mo BbiOpaHHbLIM MAcCOBbIM YMCIaM Ha BECb TeMnepaTypHbIN
NHTEepBar; MOXHO NpeaBapuTenbHO NPOCKaHNPOBaTb MO AMana3oH MacCOBbIX
yncen

+[MpuHuymn MC nossonsaeT ObICTPYO 3anmMcb, Macc-CNeKTPbl AOCTYNHbI AN BCEX
Temnepartyp

-Kanunnsap rpeetca go 290°C , ecnm NnpoaykT C BLICOKOW TeMnepaTtypoun KuneHus,
BEPOATHOCTb 3abUTb Kanunnap 66



Xpomacc 1D

Ectb B [NeTepbypre, y Hac cenyac s ®
HeT ® Ho getanu OT Hero octanuck =
TG % TIC *10% fa.u e ]
] 277°C & Lot
100 Furfural ]B'O 2500_; ®
— 7.0 ]
901 L
80'43_ L1 60 - L
0 Pyran R 50 1500-:
603 - ~LLLLM-A-&~~~- e T4 ! 20 2 22 23 :.:,1 25 2 27 26
50 { methan i 30 Time [min]
- @ o @ —
40 il ] ‘ I l P s \~-\<_,_ et 20 e - JI
30 Guajacol ’ ‘ ' SRR 1.0 ’:_ ;JA ’ ./r“'\-«.
20 Ak LL | & W 0 ;: ’ | ‘
150 200 250 300 350 400 450 500 550 600 o
Temperature /°C - h 1 ‘ _ l - I “ H Ll ‘ I8

+PasfenbHo onpegenaeTcd cocTaB CMeCcu razoobpasHbIX MPoaYyKTOB B KOHKPETHbLIN
MOMEHT BPeMeEHH

-Xpomatorpadobl NO3BONAKT XpaHUTb He bonee 20 HabpaHHbIX netensb = 20
NpoaHanM3npoBaHHbIX TemMneparyp

-KonoHkn xpomartorpadgoB HabuTbl aacopObeHTOM NoL4 KOHKPETHYIO 3agady

-Kanunnsp rpeetca go 290°C , ecnu NpoayKT C BLICOKOW TEMMNepaTypon KUNEHUS,
BEPOSATHOCTb 3a0UTb Kanunnap o7



UK cnekmpebl

EcTtb B [leTepOypre, y Hac HeT ®

20

99
08 15

97+

TG [%]

95.]

ud /%

Temperature [°C]

OxupaaHue (TECTOBbIN Criydan y
Linseis, netat soga n CO, no
otaensHocTn, VK cnektp ot
OLHOro COegMHEeHUs)

C-H
430°C p ) alkene
1.0+ isopropyl \

alkene

doublet
08 C-H alkene
0.6 -

0.4

02

methylene

1.0 - 464°C methyl fgroups methylene
groups groups

T
0584 \ BR

06

Absorbance

04 T T T T T T 1
4000 3500 3000 2500 2000 1500 1000 500

Wavenumber in cm”

PeanbHocTb (CMeCb NPOAYKTOB
Npu PasnoXXeHUN OpraHnKn B
razoBon pase, HEOOHO3HAYHOCTb
TPaKTOBKMW)

BbiBOA pe3ynbTaTtoB:NO BbiOpaHHbLIM ANMHAM BOJTH Ha BECb TEMMEpPAaTYPHbIN
NHTepBan, NMbo cnekTpbl NPU KOHKPETHbLIX TeMneparypax

+FTIR nossonsieT 6LICTPYHO 3anncbh, CNEKTPbI AOCTYMHLI ANS BCEX TeMnepaTtyp
-B cny4ae crnoxHon cMecu nNpoayKToB YCIOXHAETCH TPpakTOBKa pe3yrbTaTtoB

-Kanunnsap rpeetca go 250°C, ecnu NpoayKkT C BbICOKOW TEMMNeEPaTypon KUNEHUS,

BEPOSATHOCTb 3a0MTb Kanunnsp
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lMpou3zeodumenu obopyoosaHuUs
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[lbouzeodumenu mep/vnoo6opydoeaHu,qﬁ

Mettler Toledo

*Netzsch

‘PerkinElmer

eSetaram Instrumentation
*TA Instruments

*Shimadzu

Linseis Thermal Analysis
*Microcal/Malvern Instruments

Unu 3a4yem 31O 3HaTL? Y DOOMbLLIMHCTBA N3 MPON3BOAUTESNEN
eCTb CBOW pPeLUEeHNs, KOTOPbIX HET Y KOHKYPEHTOB.

Kanopumetpbl TnaHa-KanbBe npon3BoaAaT TONbKO Setaram,

[OCK ¢ komneHcaymen MOLHOCTU — NPEUMYLLECTBEHHO
PerkinElmer 70



BebuHapsi npouzsodumeneli obopydosarHus | )

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

* http://www.setaram.ru/application-notes
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TEPMOAUHANIUKMH umenu I1.B. SIOMOHOCOBA

[IpbakmuyecKkoe npumeHeHue
mepmMoaHaau3a



[TbobornoozomosKa 1D

*TwaTenbHoe B3BewmnBaHme (£0.01 mr)

*Ten10BOM KOHTAKT mexKay 06pas3Lom n cCeHCOpoOMm
*Penpe3eHTaTMBHOCTb NPOObI

* IHEPTHOCTb K MaTtepuany TUrNA n rasoBon atmocdepe
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TepmoOuHamuKa T»,

BxoauTt B paMKu 3TOro npakTtmkyma:.

*JKCNepMMeHTanbHoOe NOCTpoeHne BUHapHbIX das3oBbIX Anarpamm
OnpeneneHne BbICOKOTEMMNEPATYPHON TEMMNOEMKOCTU (rae He paboTaer
agnabaTtunka)

*OnpeaeneHne napameTpoB ha3oBbIX NEPEXOQOB YNCTbIX BELLECTB...

*...n AOKa3aTesribCTBO, YTO BeLWeCTBO - HNCTOE

He Bxogut B pamMKum 3TOro npaktukyma (HO MOXHO obcyauTb B
cBoboaHoe Bpems).

*Onpegenexne TennoTbl peakumn (eCTb HEKOTOPbIE CNOXXHOCTN)
*DKCNepUMeEHTarnbHOE NOCTPOEHME TPOUHLIX Pa30BbIX Anarpamm

*[loyemy Henb3d onpeaenaTb AaBneHue napa merogom TT
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Adcopbuyus, KUHemMuKa u Kamanus T»,

BxoauT B paMKuM 3TOro npakTukKyma:

-be3anpuopHaga TepMoknHeTuka Ha 6ase TI

He Bxoaut B paMKu 3TOro npaktukyma (HO MOXHO obcyauTb B
cBoboaHoe Bpems).

*Icnonb3oBaHue pesynsratoB JCK ansg TepMoKMHETUKN
*‘MopenbobycnoBneHHas TEpPMOKUHETUKA

*JKCNepMMeEHTanbHOE NOCTPOEHNE TPOUHbLIX (Pa3oBbIX AMarpamMmm
‘[locTpoeHne wusotepm apcopbunun-gecopdbumn (Tpedbyer CUMbHO
BNUOOM3MEHEHHOIo obopyaoBaHua n nogbopa cMecen rasos)

*[lonutepmbl agcopbunmn-gecopodbumm
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lpumep. Adocopbuyusa CO:
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*[Inwesasa xsmmms
*BbiaBneHmne dpanbcmdurKaTos
*[Topb60op ycnoBuit XxpaHeHUs
*YnyJyweHumne «KTEKCTYpPbI»
*[Ipon3BOACTBO CTPOMMATEPUNA/IOB

*OTBEpAEeBaHNE LLEMEHTOB,
3MOKCUAHbLIX CMOA U T.A.

*dopmoBKa cTeKkon (NnacToBbIX,
CTEK/I0OBOJIOKHA, CTEK/IOKEPAMUKMK)

*KnHeTMKa gerpagaumnm 1 Kopposnu
*JHeprocbeperatolme matepuansi

L ]
17,
*[1pon3BOACTBO NOAMMEPHbIX MAaTeEPUAIOB
*AtTectaumna obpasuos
*[Toab6op ycnosmit popmoBKHU
*dapmaueBTmKa
*4YnctoTa AENCTBYHOLLENO BELLECTBA
*HedTtexmmma
*TemnepaTypbl 3amep3aHnA ppakUmi
*OKUCINTENIbHbIN TECT
*MeTannyprua

*[Toab0op cniaBoB M YCAOBUN UX
TEepPMObPabOoTKM

lpombiwinieHHOCMb
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Nuweesasa xumus

/8



lpumep 1. lnasneHue wWoKonaoa
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Figure 1 DSC curves for Chocolate (1st Run)
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Figure 2 DSC curves for Chocolate (2nd heating)
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dazo08bie nepexoodbl KAKAO-MaAcsda

Liquid

I

y/sub-a

U
]

B

By

ﬁ\'[

Figure 3. Schematic view of solid-solid phase transitions and melt-mediated phase transitions in cocoa butter. Adapted from

(Lechter, 2009).

o
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2 days Choc fy

42 days Choc By

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 ¥ 17.3 173 ~5 173
1 [ 233 233 ~5 233
11 B 25.5 255 255 255
v p' 27.5 275 275 273
A% B 338 338 338 338
VI B 36.3 36.2 363 36.3
T,
. Crystal
Metastable zone
of undercooling Growth
5
w :
5 Nucleation
3
b
o
Tg

Rate
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llpumep 2. [lnasneHue macna 1D

. ' " ~R
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Figure 5 DSC curves for Butter, Margarine and 1/3 fat butter
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JHepzocbepezarowue mamepuansi
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Mamepuasbl ¢ 8bICOKOU Mena0eMKOCmMbHo | W,

3agada « TennoémMKocTb»

TemRZi?:ure Density Specific Heat Energy Density
Material (°c) _p- _c,- (kJ/m3 °C)
(kg/m?) (4/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

3agava «da3oBble gnarpamMmmbl»
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Fig. 17. Phase diagram of zinc nitrate-water system.
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[lonusmuneH 1D

DSC/(mW/mg)
2423 °C
0.70 1 exo i
0.60 | Cremmo Eimsn- Pespma Baswan
o VIIPYTAT ofmacTe
0.50 g - 0bnacte TepraommacT
7 4 TIOITY B TATOTE & R
0.40 : — ﬂ ""‘E———— — ?
vf——_ _ _ \\\ Pearrormact \
0.30 ‘ -10 K/min applied cooling rates = — \
-20 K/min before heating segment = | H"*.
0.20 -30 K/min T epraommacTe "1
-40 K/min
0.10 50 K/mif [I:EI‘*IDPEPPE@
N -60 K/min
0 146.5 °C Termepatypa
50 100 150 200 250
Temperature/°C

3agava «CTeKkrnoBaHmne,

https://www.netzsch-thermal-
onpeneneHne CTeneHn KpUcTanianyHocTu

analysis.com/ru/materialy-
primenenie/polimery/polimery-poliehtilen-
peh/
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OmeepoesaHue 3rOKCUOHbIX CMOST T»,

DSCJ {(mWimg)
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«TepMoOKnHeTukay» (3gecb no ACK) ..
1 Step 1: n-th order, dcontr
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Fig.2. Measured data(symbols) and Kinetic model (solid lines) for curing
of epoxy resin with diffusions control.

https://www.netzsch-thermal-analysis.com/ru/materialy-primenenie 38



BbicopaHue noaumepHo20 c8Aa3yroue2o T»,

NETZSCH Thermokinetics Burnout of Polymeric Binder

Mass/%
100+
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Step 1. n-th order
Step 2: n-th order
Step 3. n-th order
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3agada «TepMOKMHEeTUKa» (Ha ocHoBe TI)
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