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Oepuikn AvaAuon

H Oeppikn avaAuon nepitAauBavel pia olkoyevela NEIPANATIKOV
TEXVIKWV (TEXVIKWV HETPNOEWV) ME €va KOIVO XAPAKTNPIOTIKO,
LETPOUV TNV dMOKPION €VOC UAIKOU OTav auTto Oeppaiveral n
WuxeTal (kal o€ KAMoIEC MEPINTWOEIC OE 1000EPUEC OUVONKEC).
>TOXOC €ival n €Upeon MIAC OXEONC avAueoa oTnv Bgpuokpaacia
KAl OE OUYKEKPIPEVEC 1I010TNTEC TOU UAIKOU.

>TNV MNEPINTWON TwWV MNOAUMEPWY n Bepuikn avaiucon Oev
XpNOIJOMoIEiTAl POVO Yyia TNV MHETPNON KAMolwV (QUOIKWYV
1I0I0TATWV TOUCG, aAAd kal via Tnv OIEuKpivion TNG BepUIKNG Kdal
UNXAVIKNG TOUC 10TOPIAC, yia TOV XapakTnplioho Kal oXediaouo
d1adikaoiwv BlounNXavikng napaywyneg Kal yia TNV €KTignon Tou
xpovou (wnc Touc o€ diagpopa nepiBaiiovra.

'ETol, N Bepuikn avaAuon exel NoAU PEyAAn onuacia T000 OTnV
£PEUVA 00O KAl OTOV MOIOTIKO EAEYXO.
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Alapopikn OepHIOOHETPIA ZAPWONG
(Differential Scanning Calorimetry-DSC)

H Ala@opikn OgpuidopeTpia Zapwong HETPA TIC OEPHOKPATIEG
Kal TIC POEC OgppoTnNTAG nou oxertilovral Pe PeTABAoelC o€
UAIKGO WC ouvapTtnon TOUu XPOVou Kal TnG Oepuokpaciag oe€
eAeyxouevn atpoopaipa (ouvnbwc adpavn).

O1 JETPNOEIC AUTEC MPOCPEPOUV MOIOTIKEC KAl MOCOTIKEC
NANPOPOPIEC YIA PUOIKEC KAl XNUIKEC WETABOAEC nMou AappBavouv
xwpa kal nou ek@palovral pe evdoBepuec n eEwOepPUEC
dlepyaciec N JeETABOAEC oTNV BEpUOXWPNTIKOTNTA.
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OpIoHOI:

“Eva OgpHIOOMETPO LETPA TNV BEPUOTNTA NOU PEEI NPOC N
ano eva OokKiplo.

“Eva d1apopiko BepUIOOUETPO HETPA TNV BEPUOTNTA EVOG
dOKIUioU o€ oxeon HWE eva dsiypa avagopdc.

“Eva dlapopikd BepuIOOUETPO 0APWONC EKTEAEI OAa Ta
napanavw kal 6eppaivel To diypa HYE Hia ypaupIikn METABOAN
TNG 6epuokpaaciac.

>c Uia evO0OepuN diepyacia n BepuoTNTa PEEI NPOC TO
dciypua.

>c Hia eEEmOepHN dlEpyaocia n OepuoTNTA PEEI ANO TO
deiypa.
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ZTOIXEIQ OEPHOOUVAMIKNG
(xpnoipa ornv Texvikn DSC)

H Oepuoduvapikn HEAETA dUO TUMOUC METAPOPAC EVEPYEIAC:
TNV OgpuUOTNTA KAl TO £pPYO.

H OepuoTnTa MPMOPEI va OPIOTEI WC N EVEPYEIA MOU
ueTapepeTal €€ aitiag Tng Olapopa Beppokpaciac PeETAEU
dUO OUCTNUATWV.

H BepuoTnTa peTapepeTal aubopunta ano 1o BepPo Npoc To
WUXpO ouaTnua.
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OI TECOEPEIG VOHOI TNG OEpHOOUVAHIKNAG:

1.0 pNdeVvIKOC VOMOC TNG OepuodUVANIKNG €10AYEl TNV €vvola TNG
Bepuokpaaciac.

2.0 npwTOoC VOpoG ekppadlel Tnv apxn 01aTnpnonG TnNG EVEPYEIAG Kal
OnAwvel OTI n METAPBOAN OTNV EOWTEPIKN EVEPYEIA €VOC
Bepuoduvapikol ouoTnPaToc IoouTal WE Tnv OepuoTnTa  nou
NpoOoTIOETAl OTO oUOTNUA KAl TO CUVOAIKO £€pYO MOU YIVETAlI Ano TO

ouoTnud.
s AU =Q+W

3.0 deuTepPO VOHOC TNC Bepuoduvapikne dnAwvel o1 dev unopei va
pEel auBopunTa BeppoOTNTA AMO €va WYUXPO CwHa Npoc eva Bepuo
owpna. EvaAAakTika diatunwveral oTi n OeppoTnTa dev UNopEi va
METATPANEI NANPWG OE EPYO.

4.0 TpITOC VOMOC TNG Bepuoduvapikne dnAwvel Nwc n evrponia
EVOC TEAEIQ KPUOTAAAIKOU UAIKOU €ival pndev o Bepuokpaocia OK.
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OeppHpokpaoia:

OuolaoTika €ival N Povn METPOUMEVN MOOOTNTA OTNV TEXVIKN
DSC. 'OAec ol AGAAec noocoTnTeC unoAoyilovral ano Tnv
UETABOAN TNC Oepuokpaciac kal Tnv dOlapopa Begpuokpaciac
ueTta&u OeiypaTtoc kail avagopdac. Opifoupe TNV Bepuokpaocia
wC TNV esus)\ld)én Gsppoéuvaumr'] napc'lpsTpo EVOC
cuo-rr]paToq Kal €ival 1o |.|£Tpo TNG PEONC KlvnTlKnc; svspyaaq
TWV CITOLI(,OV N TwV Mopiwv Tou ocuoTnuaTtoc. AuUo N
nePICOOTEPA oucoTNNATA o€ BepuIKkN Icopponia
xapakTnpifovTtal ano ioec BepUoKpaATieC.

OseppoTNTA:
H BepuoTnTa €ival n JopPr €VEPYEIAC NOU O Pid auBopunTn
dlepyacia peel ano To owPa uywnAoTepnC Beppokpaciac npog
TO OwWMa XapgnAoTepng Oepuokpaciac. H pon OepuporTnTag
opileTal wg n dlepyacia kata Tnv onoia duo esppoéuvapmd
ouoTnuaTa avtaAAdooouv evepyelda. H  pon Gsppommq
ouvexiletal ew¢ OTou Ta OUO oOuCTANATAG N OowMaTa
anoKTNOOUV Kolvi Bepuokpacia, onoTe BpiokovTal o€ BEPUIKN
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AavOavouoa OsppoTnTa:

H Aavbavouoa (kpuppevn) OepuotnTa €ival To nMooO TNG
OepuoOTNTAC NOU anoppodATal N EKAUETAl AnNO eva UAIKO KATA
TNV dldpkela piag pMetapaonc (aAAaync) ¢aonc. 2uxvd
XPNOIJOMNOIEiTAl Kal 0 OpoC BgpHOTNTA HETABAONG.

EvOaAnia:

H nAsioyneia Twv npayuatTikwv Olepyaciov AauBavelr xwpa
uno otabBepn nieon, €101kKA yia Ta NOAUMEPN, KABwWC Ta OTEPEA
Kal Ta uypd €ival kat’ ouoiav acupunieota. O Gibbs sionyaye uia
Kalvoupyld KataoTaTikn ouvapTtnon Tnv eveainia H

H=U+pV

H evBaAnia €ival kataoTaTikn OuvapTnon napopold HE TNV
EOWTEPIKN EVEPYEIA NEPIEXOVTAC MIa d10pBwon anod TO EPYO
oykou. Eneidn opwcg n yeTaBoAn Oykou OTa OTEPEA Kal uypa HE
TNV Bgpuokpaacia €ival Yikpn, €igal pikpn kai n diagpopa Peta&u
evbaAniac Kal ECWTEPIKNG EVEPYEIAC.
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Evrponia:
H evTponia €ival n kKataoTaTikn ouvapTnon nou xapakTtnpilel
TNV ata&ia Tou ocuoTnUaToc.

ds >R
-

To oupBOAO > avagepeTal 0 PN AVTIOTPENTEC OIEPYATIEC, EVW
TO OUMBOAO = avagepeTal OCE AVTIOTPENTEC. 2€ €vd
AnOMOVWHEVO CUOTNUA Ol PN AVTIOTPENTEC OIEPYATIEC
npoxwpouv auBopunTa €4av n €vriponia TOU GCUOTANATOC
au&avel.

EAsUOepn evepyela Helmholtz kail Gibbs:

KaTaoTaTikeEC ouvapTnNOEIC MOU UModNAWVOUV MOI0 MEPOC TNG
EOWTEPIKNG EVEPYEIAC N €vBaAnmiac PMNOpEl va WETATPANEI O€
£pYO UNO oTabepn Bepuokpacia Kal nieon n Oyko, avTioToIxXa:

F=U-TS
G=U-TS+pV=H-TS
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OepHOoOX®WPNTIKOTNTA:

H BepuoxwpnTikoTnTa UNO otabepn nieon (C,) kar oyko (C,)
gival pia €€aipeTikG onuAvTIK KATAOTATIKN ouvapTnon oTnv
Alapopikn OepuIdOUETPIA ZAPWONG, €MEION ANoOUCia XNHIKWV
avTiopaocewyV N HETAOXNUATIOMWY (PACEWV, TO MAAdTOC TNG
kKaunuAng DSC e€ivar avaloyo TnG OeppoxwpnTiIKOTNTAG TOU
deiypaToc o€ atabepn mieaon.

H BepuoxwpnTikOTNTA UunodnAwvel noon BepuoTnTa Xpelaleral
via va avuypwbei n Beppokpacia Tou deiypatoc karta 1°C. H
OepuoxwpnTiKOTNTA ava povada padac kaAsitar  €10IKN
OeppoxwpNTIKOTNTA.

(B3 (@)

H Texvikr) DSC npoaodiopilel navra to C, kabwg &ival aduvaro
va oOlatnpnBouv Ta Odesiyyata uno orTabepd Oyko oOTav
au&averal n Beppokpaacia.
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Tumkn diaragn DSC

Reference
Temperature Temperature

. J

Alapopa duvapikou AU,
Alapopa Bepuokpaociac,
Pony 6epuoTnTac dQ/dt
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Heat Flow
Sensor Model

RoYes

Besides the three
temperatures (T_, T, T);
what other values do we

need to calculate Heat
Flow?

How do we calculate these? I
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ZXNHATIKN aneikovion keAiou DSC

':i,";_,
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Dynamic Sample Chamber

Reference Pan

Alumel Wire —

iﬂu

Chromel Wire

Thermocouple
Juncticn

Themoelectric Disc
(Constantan)
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DSC: Baolkec NnYEG AaBoug

« BaBpovopnon (calibration)
« MOAUvVON TOU OEiyuaTog

* MpoeTolyacia Tou deiypaTog — TPONOC evanobeonc Tou dEiyuaToqg
OTO oKAPidlo

 MapapevovTeg d1AAUTEC Kal uypaaia
« OEPUIKN UOTEPNON
« PuBpuoi Beppavonc/wuéng

« Mala Tou deiypaTocg

« 2(paApaTa ene&epyaoiac OEOOUEVWV
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DSC: nposToipacia deiyparog

*To d€iyua npenel va €ival 00o nio AenTO YiveTal, yia va
KuNVv avantuooovTal Babuidec OepuoTnTac.

-Kata Tnv TonoBeTnON TOU d€iyuaToC oTo okagidlo NpeENEl
va KAAUNTETAlI 000 PEYAAUTEPO PEPOC TOU NATOU TOU
oka@Idiou gival EQIKTO.

*Ta deiypata npenel va KOBovTal NPOCEKTIKA napd
anokonTovTal e Opauvon o€ akavovioTo oxnua. 'ETol
ENITUYXAVETAlI NEPICTOTEPO OMOIOPOPPN BEPUIKN ENaAPpn UE
To okawidlo.

AN pd

= |

L )
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T1 pnopei va perpnOei (R NnpoodiopiIoOEi) HE TRV
TeEXVIKN DSC:

* H uaA®WONG HETANTWON
- Ta onueia TAEEwWG ka1 BpacHoU
« O XpOVOG KpUuOoTAAA®WONG KAl
n OepHokpacia KPUoTAAA®WONCG
« TO N0C0OOTO KPUOTAAAIKOTNTAG
« H BepuoTnTa TNENC KAl avTidpaonc
* H €101k OgpHOX®WPNTIKOTNTA
* H 0E10WTIKN/OEPUIKN OTABEPOTNTA
« O puBpuOG Kal 0 BaOuOG okKARPUVONG
« H KIVNTIKN TV avTidpacewV

- H kaBapoTnTa
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MeTaoXNUATIOHOI PACEWV:

'Eva BeppoduvapikO cuoTnua ugioTatal PJETAoXNMATIOHO
(ueTaBaon) gaonc otav aAAdalsl and pia ¢acn og AAAN
AOYW PETABOANC TNC Beppokpaciacg r/kail TnG nieonc.

Mia peTadBaon anokdAgiTal NPWTNG TAEEWG O0TAV N NPWTN
LEPIKN NApAywyoc TNC €AEUOEPNC EVEPYEIAC WC NPOC Mia
Oeppoduvapikn MetaBAnTn  (OnA. Oepupokpacia, nieon)
napouoialel acuvexeld.

Ol NpwTEC nMapaywyol €ival o0 OYKOC, n &vTponia kal n
evObaAnia. 'Etol, n ™&n, n €€artpion, n METABaAcn ano pia
KPUOTAAAIKN OOoun O AAAn, N OupnukKvwon Kal n
evanoBeon €ival JeTaBACEIC NPWTNC TAEEWC.
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>TIC JETAPBACEIC OEUTEPNG TAEEWC N NPpWTN NApaAywyog ival
OUVEXNC, aAAa n OeUTEPN MEPIKN NAPAYwWYOC TNG €AEUBEPNC
EVEPYEIAC ENIOEIKVUEI AOUVEXEID.

MNapadeiyuata petaBacewv deUTEPAC TAEEWC €ival N HAYVNTIKN
METANTWON oTo onueio Curie, n unegpeuoTn HETABaocn Tou
UYpoU nAiou Kal OPIOPEVEG KATW ano To T, HETANTWOEIG
AUOPPWYV N KPUOTAAAIKWV MOAUHEPWV.

O1 peTaBacsic npwtng TA&EwWC TWV MOAUMEPWY MNOU
KaTtaypagovTal Je TNV TexVIKN DSC €ival n TN&En KpuoTaAAIkwv
NOAUMEPWY, N KPUOTAAAwON, Kal n MeTaBaon ano &va
KPUOTAAAIKO oUGTNMa o€ aAAo.
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Znueio TAENG:

>nueio TRENG (T,,) €ival n Oegppokpacia oTnv ornoia eva
KPUOTAAAIKO OTEPEO UETATPEMETAI OE £vVA I0OTPOMIKO UYPO.
Ano pia kaunuAn DSC TO0 oOnueio TAENC MIAGg XapnAou
LoplakoU Bapouc kal uywnAng kaapoTnTag ouaiacg, YUNopei va
npoodloplioBel WG TO OonNUEIO TOWMNG TOU AKPOU TNG KOPUPNG
TNENC nou nponveitar (M.X. YPAWun avodou) HE TNV
NPOEKBOAN TNG BACIKNG YPAMMNG.

>TNV NEPINTWON NMIKPUOTAAAIKWV MOAUMEPWYV KATAYPAPETAI
huia eupeia nepioxn TNENC. ZTnNVv NEPINTWON AUT WC ONMUEIO
TNENC npoodiopileTal TO ONUEIO UWNAOTEPNC Bepuokpaciac
TNG &vd0Bepunc kKopuPpnc TNENCG, kabBwC o€ autnv TNV
Oeppokpaacia TAKOVTAl Ol Mo TEAEIOI KPUOTAAAOL.
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KapnuAeg DSC kal ongeio TRENG

Extrapolated Onset Temperature

o

T, Beppokpaaia evap&ng TnENg
Widh @ half hight » T, n Beppokpaaia TNG KOPUPNG TAENG
* T, Bepuokpacia nepaTog TNENG

Exo up

250.61°C

-1.0 Peak Temperature

KaBapa xapnAouU HopiakoU Bapoug UAIKaA

« T0 Ty Xpnoidonolgital wg Bgpuokpaacia THENG (T,,)

* MeTa&U TwV onueiwv Ty kal T, To deiypa THKETal

* MeTAEU TWV onueiwv T, Kal T, To ASIWPEVO dEiypa PEIWVEI TOV pUBUO

anoppo®nong BepuoTnNTAC.

MoAupepn

* T0 T, XpnoigonoleiTal wg Beppokpaaia TAENG (Tm)

* MeTA&U TWV onueiwv Ty kal T, ep@avideTal TEAEION0INON TWV KPUOTAAAWY (TAHEN
Kal KpuoTaAAwon AauBavouv Xxwpa Tautoxpova)

- UeTAlU TWV onueiwv T, kal T, TeEAsiwvel n TAEN Tou deiypaToc.
Y Department
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OepHOoKpACia KPUOTAAA®WONG:

H Beppokpacia kpuoTaAAwong (T.) (ouxva avageperal Kal
wC onueio nnN&ng) eivar n BOepPokpacia oTnv onoia &vd
IO0OTPOMO UYPO HETATPENETAI OE KPUOTAAAIKO OTEPEO KaATA
TNV WU&n Tou. QC anoTeAeopa TNG unepWu&énc To oOnUEio
nN&Nc €ival xapunAOTEPO ano To onueio TNENC.

la ouoie¢ XapnAou popiakoU Bdapouc kadl  uywnAng
KabapoTnTag, TO ONMUEI0O KPUOTAAAWONC MMopsi va
NpoodlopIoBEl WC TO ONUEIO TOUNG TOU AKPOU TNG KOPUPNG
KpUOTGAAwONG nou nponyeital (m.X. ypapun avodou n
kKabodou) Pe TNV NPoeKPOAN TNC BaoikNG YPANUHNC.

>Ta NUIKPUGTAAAIKA NOAUMEPN, WG Beppokpaaia
KpuoTaAAwonG Aoyiletal n uwnAoTepn Beppokpacia TNG
eEWOEPUNC KOPUPNC KPUCTAAAWONC.
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KapnuAeg DSC ka1 onuEio kpuoTaAAwong

1.0
05 - 152.62°C Tec
=3
E 00 -
3
TR .
= 0.5
L4}
T 3.115324:: Tn
1.0 - -
130.47°C  Te
368,60/
-1.5 T T T T
100 120 140 160 180 200

Temperature (°C)

« H kpuoTaAAwon eival pia diepyaocia dUo oTadiwv:
TOU oxnuaTiopoU Twv nupnvwyv (NupAvwong f nupnvonoinoncg) kai TnG
avanTuénc
« H Bepuokpaacia evapénc Tnc kpuoTaAAwong €ival n Beppokpaacia evapéng Tou
oxnMaTiohou Twv nupnvwv (Ty)
« TO HEYIOTO TNC KOPUPNC KPUOTAAAWONG €ival n Bepuokpacia KPUOTAAAWGONG
(Tm)
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YNoAoOYyIOHOG TNG KPUOTAAAIKOTNTAG ano KAapunuAeg DSC

‘To Ociypa npenel va €ivalr kaBapo UAIKO, OXl OUMMNOAUMEPEG, N
ouvBOeTo

‘[1penel va yvwpiloupe TNV evBaAnia THENC Tou100% kpuoTAAAIKOU
UAIKOU (AH,;,) (BiBAIoypaia).

AH
Yxpvorailikotnra =100 x —=

AH

lit
[Na deiyuaTta nou napouacialouv Yuxpn KpuoTaAAwon:

(AH_ —AH,)
AH

Yxpvortailikotnra =100 x
lt
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EVAaAAQKTIKOG TPONOG UNOAOYIOHOU THG KPUOTAAAIKOTNTAG:

To eyfadov KATW ano TIC KOPUPEG KPUOTAAAWGONG kal THENG divel TIG
avTioTolxec evOaAniec ava povada palac (J/g). MoAAanAaoialovTag TIG
evBaAnieg ava povada padag (AH,) kai (AH)pe Tnv yvwoTn pada (m)
Tou O€iyuaToC PPIOKOUME TIC MOCOTNTEC MOU AVTIOTOIXOUV OE OAO TO
deiypa, €0Tw (AH,, . )kal (AH, . ot J.

AH,, =AH,_ xm AH,, = AH_xm

A@aipwvTtag Tnv ouvoAikn evBaAnia kpuoTaAAwong (AH.,) Tou
dgiyyatog ano Tnv ouvoAikn evBaAmia TNENG (AH,,,) Tou deiyparog
anopevel n evbaAnia TNENC Tou pepouc Tou OEiypaTtoC mou nTav noén
KPUGTAAAIKO npiv Tnv dokiun DSC.

AH_ .
AHm,t _AHC,t = AHC,in mc,in = AHc'm
lit
. m
Yxpvortailikotnta =100x —
mt
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EXO

HEAT FLOW

-—

MNDO

AH=141J/g

141
% Crystallinity = — =X 100%

= 40%

Size: 10.5mg
Prog: 5° C/mun

170
~l ©
—150 =

>

130 =

|8
=
2

-0 E

— 90

12
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DSC: EQpapHOYEG

- Enidpaon Tou pubpou Bgpuavonc/Wwuéng
« KIvNTIKN TNG KPUOTAAAWONC
« Enidpaon Tn¢ dopng/ouvBeonc Tou NOAUMEPOUC

« Enidpaon Bepuikwv/unxavikwy diepyaciov

8 Department _
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Enidpaon Tou pubpuou Bsppavong oTnv TREN
ToU Nylon 66

402 mW g __'““\

}1mw .

\ [[—2°C/min
'-.Il
b s mw R =
- |-
::" mW —_— \ / _}“_('mm
\ |/ —20°Cimin
N

t 10 mW

) ... - . ]
{7 —50FC/min

endo --—-EAT FLOW —®¢xo

IR B
240 260 280 300
Temperature (°C)
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Enidpaon Tou pubpuou wuénc oTnv
kKpuoTaAAwon Tou HDPE

70

Heat Flow (mW)
Ll N
= =

| |

=
1

-10
100 110 120 130

Temperature (°C)
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DSC kdl KIVNTIKN KPUOTAAA®WONG

« Alepyacia dUo oTadimwVv: NUpnvwon Kal avantuén KpuoTAaAAwV

« H nupnvwon pnopei va sivai: guoikn, enayopevn (M Xpnon
napayovrtwyv nupnvwaong)

« Alepyaoiec Oepuika ennpealOUEVEG:
duoikn NupNvVWon
AvanTtuén KpuoTaAAwv
MovTeAonoinon HEow 1000EpUNG KIVNTIKAC KE XPNON
AQUTOKATAAUTIKWV HOVTEAWV
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DSC: Aigpyaocia 1I000epunNG KpUuoTAAA®WONG

« Ogppavon wg Tnv Beppokpaacia T, + 10°C

- AlaTnpnon TnG 6epuokpaaciac autng otabepnc yia 5 min woTe va
apaipebei n Tonikn dl1aTa&gn

- Fpnyopn Wuén wg pia Bepuokpacia KATw ano Tnv Bepuokpaacia
evap&nc Tnc TNéEnc (oxI o€ pia unepPoAika XxapnAn Ogpuokpaacia)

« AlaTAPNON 1000€puwWV oUVONKWYV

- Kataypa®n TnG KOPUPnNG KPUGTAAAWGCNG CUVApPTrOEl TOU XPOVOU
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DSC: I1000gppun kpuoTtaAAwon Tou PET

AT

BElank mm
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DSC: Enidpaocn napayovrwVv NUPNVWONG
oTNV KPpUOoTAAAwon

it
| 1
| | I
NUCLEATED /”
POLYPROPYLENE ' |
I|
|
I|
| NON-NUCLEATED
| POLYPROPYLENE

-4—— [ xothermic

| | ] ] ] ]
150 140 130 120 110 100 20 20
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DSC, Tn&n, xpuoTtaAAwon

H ti¢n Kai n KpuoTAAAwaon gival aAAayEC AoNS aTTO OPYAVWHEVA OTEPEA OE
AMOPYEG PACEIC KAl TO AVTIOTPOPO.

H 1TAgN €ival diepyacia evog oTadiou evw N KPUOTAAAWGCN EUTTAEKEI TNV
TTUPNVWON KAl TRV AQVATITUEN TWV KPUOTAAAWV.

H evBaATria TAZNG UTTOPEI va XpNnOoIYoTToINBEi yia ToV TTPOCdIOPICHO TNG
KPUOTOAAIKOTNTOG TOU OEiyUATOC.

KaBe diepyaoia TTou dIEUKOAUVEI TNV OpYAVWON TWV HOPIWV AVUWPWVEI TV
Beppokpaaia TrENG.
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Oeppokpacia vuaAwdoug perantwong (T,)

>€ auTtnv Tnv Oepuokpacia, kata Tnv Oeppavon, n uaAwdnc
kaTtaoTtaon aAAadlel o€ EAACTOUEPIKN. Z€ OEPUOKPATIEC UWPNAOTEPEC
NG (T,) €ival EVEPYEG KIVAOEIG HEYAANG KAINAKAG TNG MOAUHEPIKNG
aAuacidac.

H uvaAwdnc JeTANTWON avTIoTOIXEI O Ogppoduvapikn MeETABaon
deuTepac Ta&ewc, viaTi otnv Beppokpacia uaAwdouc PETANTWONG
AauBavel xwpa eva «nndnua» Tng BeppoxwpnTIKOTNTAG. 'OpwC N
auvénon TNG OepupoxwpnTIKOTNTAG O&v  OupBaivel oe  pia
OUYKEKpPIYEVN Bepuokpaacia, onwc 6a anaiTtouoe n Bepuoduvapikn
loopponiac, aAAG o€ pia Oeppokpaciakn nepioxn. N auto n
uaAwodnG METANTWON €ival pia KIvnNTIKN YHETABaon.
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Oepuoypapnua DSC

Oxidation

or )
o 2 ’_lxDecompnsitinn
5 /N
= [ Meltmg
ﬁ Glass .~/ T — —
U it \ {  Cross-Linkin
A Transition Crystallization | (Care) i
=
k= |
=
=
-

Temperature
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OepponAaoTika NOAUHEPN
HuikpuoTaAAika N agopepa

KpuoTaAAikn paon

\ Ogpuokpaacia THENG T,
\ Evd68gpun Kopupn

Apop®pn gaon
Oepuokpacia uaAwdoug
HETANTWONG T,

METABOAN TNG

= To<Tpn
Wuxpl  KpuoTaAAwon:  TMoAupepny  nou
MnopoUV va anokTrhoouv KPUuoTaAAIKn ¢paocn,
KPpUOTaAAWVoOUV KaTa TNV YU&n ano TNyHa o€
Bepuokpacia T,

s
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BeppoxwpnTIKOTNTAG AC,
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OePHOOCKANPUVOHEVA NOAUHEPN

A+B—>C

Ta OEpUOOKANPUVONEVA NOAUNEPDN avTidpouv (oxnuaTifouv
oraupodeououc) Mn avTtiorpentd. H avtidpaon A + B 0a ekAuel
BeppoTnTa (e€wBeppun) Odiepyaocia oTav oxnuaTilel OoTAUPOOECHOUC
(cross-link) kata Tnv okAnpuvon (cure). Mera ano Wuén kal vea
Oeppavon TO Oeppodiaypappa Tou noAupepouc C Ba exel POvo
Beppokpacia uaAwdoug HETanTwong T,,.

um&sm
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Oeppodiaypappa DSC OeppHOOCKANPUVOUEVOU
NOAUHEPOUG: oUYKpIoN a’ kal B’ KUkKAou BEppavong

-0.04
0.08 1 First 155.93°C
5 ~— N\
-— - T
= 012 - \Ig ‘. Residual Cure
E . Ill'l._e—“‘l'ﬁ —
L 1 cocond 10264°C
ﬁ -0.16 Second \Tg 2038000
T
0.20 - o
—[]24 I I I I I
0 20 100 150 200 250 300

Temperature (“C)
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Oepuodiaypappa DSC: npoodiopionoG Baduou
OKARNPUVONG

Heat Flow {Wig)

UHI\@!IT‘I’

OF PATRAS

1.5+

1.0+

0.5+

0.0+

D5C Conditions:

Heating Rate = 10°C/imin.
Temperature Range = -50°C to 250°C
M2 Purge = 50mL/min.

145.4Jig

12.81°C{H)

- F4 B o cured

Under-cured Sample

78.33Jig

-527°C{H)
75.21 % cured

Optirmally-cured Sample

MOTE: Curves rescaled and shifted for readability

mnos

Department

7 Materials

UNIVERSITY OF PATRAS



Epoxy Prapreg Sanpls
Exhibite & ShifE 1n Glass Tranaltlion {(Tg) Tewparaturs
as a Fumction af Cure

-0.3z
Under—eured
4 — — — — Fully Cured
-0 . 34 1
] —
-0 . 36
—_ ]
=
xE -0.384
x
Hﬂ. -
L
u -0 40+ 133, B9"C(H)
[}
T 1 126,56 C{H}
-0 .42 1
1 Sanpls: Epaxy Freprag
Slze: 21mg. e
-3, 444 RAT-»200%C; a=20%C/nin. =
(twe heat oycles)
1 N2 Purge=S0mL/min.
-0 .46 T T T T T
an oo 120 140 160 180 200
s Tenperature (*C) Unlversal ¥2.0C T& Instrument

Department

7 Materials

UHI&SIT‘I’

OF PATRAS

SI:iem;g

UNIVERSITY OF P



Oeppodiaypappa DSC: Ti eival uaA®woNG HETANTWON;

H vaA®wdng peTantmon €ival N avtioTpenTn MeTaBoAn Tng apopepng
NEPIOXNG €VOC NMOAUMEPOUC ano/n npoc pia 1€Ewdn kal EAACTOMNEPIKN
ouvlnkn oeg/ ano uia okAnpn (duokaunTn) Kal OXETIKA Wwadupn
(paaon.

H Oegppokpacia uUadAwdouc pMeETANTWONG Oewpeital  OTI
avTinpoownevel (avTiOTOIXEI) oTnV Ogppokpaciakn mneploxn Onou n
uaAwdng JeTanTwaon Aappavel xwpa.
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Oeppodiaypappa DSC PET: npoodiopIioOHOC TNG

Oeppokpaciag uaAwdoug perantwong (7,)

I
=
-

|

Heat FIoOW (M)
I
-
=]
|

i

=

o
|

0. Z005m

i,

-1.0
40

=]
H
Uﬂlﬁslf‘f
OF PATRAS

1 | |
60 80 100

Tammnaratura ()

120
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Sample PET80PC20_MML1 1min
Size: 23.4300mg
Method standard dsc heaicool-heat

DSC

File: C:..\DSC\Melt Mixed1\PET80PC20_MM1.001

Operator SAC
Run Date 05-Apr-2006 1534

Comment 5/4/06 Instrument DSG QLO00 V9.4 Build 287
m
1.5 l
245f4°c
// \
1.0- TC /i
/
Tg l /A
7
o l 13758°C A S~
S 2030009 228.80°C
< i e — =t 22.48J/g
E 054 ) 79.70°C()) ;\Aﬂ 81.80°C \ o
o 7541°C_— Ve
'.(_U‘ e ,/
i / |
T / L
| \ /
IICycIel \‘ /
| ¥
0.0 l 144.72°C
-0.5 T T T T T
0 50 100 150 200 250 300
Tem eratur °C Universal V4.2E TA Df’pﬂrh”e”t -
peratured”C) * Materials
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Oeppodiaypappa DSC: Ti €101k OEpHOXWPNTIKOTNTA;

* EId1kn) BgppoxwpnTikornTa (C,) €ivalr To Noco BgpuoTnTag nou
anaiTeiTal yia Tnv avuywaon TnG 6eppokpaciac evog ypaupapiou evog
OUYKEKPIJEVOU UAIKOU kata 1 kelvin. H €18k BeppoxwpnTiKOTNTA
O(EIAETAI OTNV Kivnon TwV Hopiwv g€ eva UAIKO (povadeg J/g K).

« OepPoXWPNTIKOTNTA E€ival TO NOCO TNCG EVEPYEIAC NOU aAMNAITEITAl yia
TNV avuywon Tng Beppokpaaciac evog UAIkoU kaTa eva kelvin. Eival n
LN Kavovikonoinuevn €10Ikn BeppoxwpnTIKOTNTA.

« EIdIkN OegppoTnTa €ival n €IdIkn BgpuoXwWPNTIKOTNTA €VOC UAIKOU
uno avaAuon wc Npoc TNV €IdIKN BepuoXwpnTIKOTNTA €VOC UAIKOU
avagopac (adiaoTaTo peyebOC).
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Oeppodiaypappa DSC: Nwc peTparal n €181KN
OEpHOXWPNTIKOTNTA;

>e eva neipapa DSC, n BepuoxwpnTIKOTNTA YMETPATAI WG N ANOAUTN
TIMA TNG pong OepudTNTAC, dlAIPEPEVN HE TOV PUBNO BEppavaong Kal
noAAanAaciacpevn Pe pia otaBepa Babuovopnaonc.

H_e (oD
dt dt

)

onou E otrabepa Babuovounong
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Oepuodiaypappa DSC: Enidpaon Tou pubuou
OEppavong oTnv pon OepuoTnTaC

UHI\&!IT‘I’

OF PATRAS

Heat Flow (mW)

106. B5°C :
] —— 2037V 5°C/min
- 5 "
i I Sk 10°C/min
106.85°C
-8 104m\ -
4 T __ 20°C/mun
T T T T T I I
40 G0 80 100 120 140 160 180

200
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Oeppodiaypappa DSC: E&icwon TG €101KNG
OEPHOXWPNTIKOTNTAG

CP_EXHXGO
H xM

onou

« C, = €10Ikn BeppoxwpnTikoTnTa (J/g/°C)
« H = pon BepuotnTac (mw)

« 60 = peraTrponn povadwv (min — sec)

« H. = pubuog 6gppavong (°C/min)

« M = pada deiypaTtoc (mg)

s
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Oeppodiaypappa DSC: Ti ennpeadel TNV €101KN
OEpHOXWPNTIKOTNTA;

H nepiekTIKOTNTA O AuopPn pacn
H ynpavon

O1 NAEUPIKEC AAUCTIDEC

H «paxokokaAld» Tou NOAUMEPOUC
H ouvBeon TwV CUUNOAUNEPWYV

H €181k BepuoxwpnTIKOTNTA TNG AUOPPNG PACNG €ival HEYAAUTEPN
ano TNV avTioTolXxN TNG KPUGTAAAIKNG

H nepiekTIKOTNTA O Auop®n pacn au&avel Tnv €1dIKn
BepuoxwpnTIKOTNTA

e Ta kKpuoTaAAIKa NOAUMEPN €XOUV PEYAAUTEPN TAEN KAl WG €K TOUTOU
AlyOTEPOUC BaBuoUC HOPIaKWV KIVAOEWV. AIYOTEPEC NOPIAKEC KIVIOEIG
odnyouv XapunAotepn €101k BepuoXwpNTIKOTNTA.

Department
 Materials

By

' OF PATRAS

UNIVERSITY OF PATRAS



Enidpaon tnc palag Tou deiypHaTog

% Indium at Onset not
T -2 - 10°C/minute influenced
e Normalized Data by mass
o
) 10mg
=
§ 4.0mg
g 47

1.7mg

1.0mg

0.6mg
-6 | | | |

| l |
150 152 154 156 158 160 162 164 166

Temperature (°C)
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Enidpaon Tou pubpuou BEpupavong

[HEN

(Wig)

1
N

heating rates = 2, 5, 10, 20°C/min

Heat Flow
w
L l

_ 5 ! I ! | ! I ! I ! | ! | ! I
154 156 158 160 162 164 166 168 170
Temperature ( °C)
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Other DSC Techniques

Modulated DSC

Composite heating profile:

*Determines heat capacity and separates heat flow into that due
to reversible and non-reversible events.

Typicaly:
Heating rates: 0 - 5°C
Modulation:

Period: 60 second

Amplitude: +/-1°C

By

' OF PATRAS

Temperature (°C)

62

60

58

56

54 4

5

62

Modulate +/- 0.42 °C every 40 seconds
Ramp 4.00 °C/min to 290.00 °C
60
°
Fss £
®
®
Q.
£
(0]
'_
el
2
F56 @
=)
©
(o]
=
54
Note that temperature is not decreasing during
Modulation i.e. no cooling
2 T T T 52
13.0 13.5 14.0 145 15.0
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Heat Flow Equation )
[ S -

dH dT
T+ (Tt
=P f(T.1)

dH = Total Heat Flow measured

dt by the calorimeter
Cp = Specific Heat Capacity
dT _ _
E = Underlying Heating Rate

f{T,r) = kiefic response of sample ﬂ
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Standard DSC Measures the Sum of Heat Flow

Heat Flow

-

- Heat Flow due to
Kinetic Events

\

Heat Flow due to

Heat Capacity
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Heat Flow Can Be Separated Tl

= Heat Flow duete =000 sy g
':' o . -
= Kinetic Events
=
O
-

. dr Heat Flow due to

dt Heat Capacity

--------

Temperature 1'—1
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General Theory of MDSC B

[ i

|\
Heat flow from DSC experiments is composed of two parts
but DSC can only measure the sum of the two.

dH/dt = Cp (dT/dr) + F(T,0H
Total = Heat Capacity + Kinetic
Heat Flow Component Component
(DSC)
= Heating Rate + Time
Dependent Dependent

= MDSC Reversing + MDSC Nonreversing
mi

UHI\&SIT‘I’

OF PATRAS
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Distribution of Transitions in MDSC Experiments
| U/

1)
SO

Total = Heat Capacity  + Kinetic
Component Component

= Reversing Heat Flow + Nomreversing Heat Flow

@ glass transition @ enthalpic relaxation
® melting (some) @® evaporation

@® crystallization

® decomposition

® cure

@ melting (some)

1A
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Modulated DSC

Benefits

* Increased Sensitivity for Detecting Weak (Glass) Transitions
— Eliminates baseline curvature and drift

* Increased Resolution Without Loss of Sensitivity
— Two heating rates (average and instantaneous)

e Ability to Separate Complex Thermal Events and Transitions Into Their
Heat Capacity and Kinetic Components

* Ability to Measure Heat Capacity (Structure) Changes During Reactions
and Under Isothermal Conditions

Downside
 Slow data collection

OF PATRAS

Department

* Materials

UNIVERSITY OF PATRAS



Example MDSC

0.00 0.00

-0.02 -0.02 =~-0.02

-0.04 = =4-0.04
] 5 T —~
| L o
° % S
; -0.06 > T-0.06 <
<z i o + g
L o
E ! = 1N i
|_|_ l 4 L o
E T (0]
®  -0.08- > +o008 T
T o >
| = + )
o @

0.10 = 7-0.10

0.12 = T-0.12
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Modulated DSC

Reversible Transitions
*Glass Transition

*Melting

Non-reversible
Crystallisation

-Curing
Oxidation/degradation

*Evaporation
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OepHo-diaypappaTa Ala@opiknG OspHIOOOHETPIAGC ZApWONG
(DSC) Twv oponoAupepwv PET, PEN kal TV CUHNOAUHEP®YV TOUG

PET/PEN (wt/wt)

x/wi/loo
A

60/40

Exotherm

50 100 150 200 250 300

Temperature (°C)
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DMTA
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DMTA microcomposite |
DSC microcomposite
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GD 1 1 1 L L L L 1 L L
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Alumina content in PMMA (wt%)

Variation of glass transition temperature of PMMA/alumina
nanocomposites, as determined by DMTA and DSC, as a function
of the alumina nanoparticles content.



Thermal Analysis - DSC
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DSC thermographs of the examined systems



Imaginary part of electric modulus as a function

of temperature, for all

the tested specimens,

f=0.1Hz.
0,06 . . [ T . . . -
—&— Ophr
i @ 10 phr | |
0,05 | 1 A— 20 phr
\ v 40 phr
0.04 - " : <« 50phr| |
e
[P/
- 0,034 ‘ i
= |
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0,02 N 4
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0,01 1 o/ ! i
} g 4 ‘
¥ s
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0 20 40 60 80 100 120 140 160 180
T(°C)
Glass transition
. : 1o
Sample Volume fraction of BaTiO, (%) temperature, T, (°C)
Epoxy 0 56.6
Epoxy + 10 phr BaTiO, 2.71 58.9
Epoxy + 20 phr BaTiO, 4.81 59.3
Epoxy + 40 phr BaTiO, 11.46 62.3
Epoxy + 50 phr BaTiO, 13.62 64.0
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