UTo Takoe TEpPMUYECKUIA aHaANU3? NETZ5CH

TepMuyecknh aHanm3 - aTo rpynna METOAOB, B KOTOPbIX
N3MEHEHNE (DUBNYECKUX U XUMUYECKUX CBOMCTB PErUCTPUPYETCH,

Kak dyHKUMA TemnepaTypbl WNWM BPEeMeHW, MpU NpPoBEAEHUU
TEMNepaTypHOI NporpaMmbi.

TemnepaTtypHaa nporpamMma MOXET BKNW4YaTb HarpesaHue,
oxaXaeHue C TMNOCTOAHHOW CKOPOCTbK, BblOepXUBaHWE Mpu
NOCTOAHHON TemnepaType (M3oTepMa) W KOMOWHaUWK  3TUX
PEXUMOB UNU pPeXNM Mogynauumn Temnepartypsbl.
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NETZ5CH

A

Bce npubopkl nponsBoguMbie
cbonpmon Netzsch Geraetebau GmbH
COOTBETCTBYIT TpeboBaHUAM
MeXAYHapoaAHbIX U POCCUUCKUX CTaHAAPTOB




CtaHpapThl ASTM ANA Tef CKC ETE

ASTM E 472: MpeacrtaBneHue gaHHbIX TepMoaHanuaa

ASTM E 473: OnpeneneHue TEpMUHOB, OTHOCALLUMXCA K TEPMUYECKOMY aHanuay

ASTM E 474: PacueTtHasa obpaboTka TeMnepaTypHOM LUKanbl B
ancpcdepeHumanbHOM TEPMUYECKOM aHanuse

ASTM E 698: KuHeTUYeCcKMe KOHCTaHTbl ypaBHeHUA AppeHuyca Ana TepMuYecku
HecTabuNbHbIX MaTepuanoB

ASTM E 794: OnpegeneHune TemMnepaTtypbl NNaBNneHUA U KpUcTannuaauumm c
NOMOLLbI TEPMUYECKOIro aHanmsaa

ASTM E 1142: TepMuHOonorua, oTHocsALAaAcA K TepModU3MYeCKUM CBOUCTBaAM

ASTM D 3417: OnpeneneHue TennoT nNnaBrfieHUA U KpUcTannusayuum nonmMvepos
MeTo4aMU TEpMUYECKOro aHanusa

ASTM D 3386: OnpeneneHune koacppuumeHTa NMHENHOITO TEPMUYECKOTO
paclUMpeHUs 3NeKTPUUEeCKUX U30NALMOHHbIX MaTepuarnos

ASTM D 3418: OnpeneneHue Temnepatyp pa3oBbIX NnepexogoB NONIMMEpPOB
MeTo4aMM TEPpMMUYECKOro aHanmsa

ASTM 2046: Bpema nHOYKUMK peaKuumn, onpegensemMoe TepMUYECKMM aHanu3om



CtaHpapTtbl ASTM .qnﬁ. ml ! NETZSI
CKaHUpYOLWen KanopuMmeTpun e —

ASTM E 793: SHTanbnuu nnaBneHUs U Kpucrtannusauumm, onpegensemMoie
anddepeHUManbLHON CKAHUPYHOLLEN KanopuMeTpuen

ASTM E 928: OnpeneneHue MonsipHbIX NPOLEHTOB NpuMecen
anddepeHUManbLHON CKAaHUPYHOLLEN KanopuMmeTpuen

ASTM E 967: TemnepaTypHasa kanunopoBka guddepeHunanbHbIX
CKaHUPYIOLLUX KanopumeTpoB U AncdepeHUnanbHbIX TEPMUYECKUX
aHanM3aTopoB.

ASTM E 968: KanubpoBka noToka Tennotbl gudpcpepeHumnanbHOro
CKaHUpYKLero KariopmmeTpa

ASTM E 1269: OnpeaneneHue yaenbHOW TENNIOEMKOCTU MeTOAOM
anddepeHUMNBHOWU CKaHUPYOLLEN KanopumMeTpun

ASTM E 1858: OnpeneneHue BpeMeHU MHOYKUMMK YINeBOAOPOAOB METO40M
andrdepeHuManbHON CKAHUPYHOLLEN KanopuMeTpum

ASTM E 1356: OnpeneneHue TemnepaTypbl CTEKNOBaAaHUA U MeTO40M
ondpepeHUManbLHON CKAaHUPYHLLEN KaNnOPUMETPUM U
anccepeHUnanbHOro TEPMMUYECKOro aHanusa



[
~ ASTME 914: PacueTtHas obpaboTka TemnepaTypHOM LWIKanbl B
y TepMoOrpaBUMeTpPUM
ASTM E 1131: KoMNo3MLUMOHHBLIK aHanus3 ¢ NOMOLbLH TEpMOrpaBUMETPUN
ASTM E 1582: CraHgapTHbIA MeTo KanMOpPOBKKU TeMnepaTypPHOW LLKanbl B
TepMorpasumMeTpumn
ASTM E 3850: BbicTpas Tepmuueckan gerpagauma TBepabix

ANEeKTPOUIONAUNOHHDBLIX MaTepunanoB C NOMOUWbBH
TepMorpaemmMmeTpuM4ecKoro metoga



ISO 11357-1: OcCHOBHbLIEe NPUHLUUNbI

;
i F

ﬁﬂﬁgﬁQTHBthE CChINKH

3. OCHOBHbIe TEPMUHBI,
onpegeneHUa CUMBObI,

eduWHUUbI, abpeBuaTypa

4. TpuHuyunel OCK

Heat Nlow rate, mW

glass transition
erystellization
=melting

g‘ =
c =
m - wirtual baseline

Temperature, °C

Figure 1 — Typical DSC curve (schematic)
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FMNEYb

Lobpasey

FCEHCOP

BECHI

* CUHXPOHHBbIN
TEePMUNYECKNN aHaNn3
BKITHOYaET
OAHOBPEMEHHOE
N3MepeHne aByx TUMOB
CUrHamnoB.:

— TepmorpaBumeTpus

— AndodepeHumnansHas
CKaHupytoLlaqa
KanopmmeTpus
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[OnchdepeHumnanbHas ckaHnpytoLlas
KanopumeTpusa TENNOBOro NoToKa NETZSCH

B

DSC 200 F3 Maia® DSC 204 F1 Phoenix® DSC 404 F3, F1 Pegasus®
STA 449 F3, F1 Jupiter®

-I-""_.-_-_ -

OCK TennoBoro notoka - UsaMepseTcs pasnuumne
TeNMoBbIX MOTOKOB B TecTOBOM ofbpasue 1 B
cTaHpapTHOM obpasyue Kak hyHKUMS TemnepaTypbl
n/unwn BpemMeHu, Korga TecToBbl obpasely u
cTaHgapTHbI obpasel noaBepraroTCcA OAHOW 1 TON
e KOHTpOoNMpyemoin TeMnepaTypHOW nporpamMme B
onpegeneHHoin atmocdepe Npr NCNonNb30BaHNUK

CUMMETPUYHOWN (CABOEHHOW) N3MEPUTENBHON
CUCTEMBI.

DSC 204 HP
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CUHXPOHHbIA TEPMUYECKUN aHaNU3 NETZSCH

CUHXpOHHBIN TepMu4veckun aHanus (CTA) — 3170 mMeTond, COYeTaLWNKA MeToabl
OncbchepeHUManbHOW CKaHUPYOLWEN KanopumeTpun KW TepMorpasvMmMeTpUYecKoro
aHanusa npu ogHoM U3MepPEHUN.

OCK: TrA:

TemnepaTypbl Nepexonos N3meHeHne macchl
SHTanbnMu Nepexoaos Peakyun pasnoxeHns
dazoeble guarpammei AHanus coctaea
Kpuctannuzayms + Tepmuyeckas cTabunsHocTh
TemnepaTtypbl CTEKNOBaHWA Koppoausa/okucnenne
KuHeTuka peakyuii KnHeTuka peakymi
OnpegeneHne YACTOThI OnpegeneHne YMCTOThI

T (nameHeHne maccel) 1 [ICK (Tennosbie) achdrekTbl UAMEPAOTCA HAa OOAHOM
obpasue 3a 0QHO M3MEepeHNe B OOHOW CUCTEME.

CpaBHEHME Pe3yneTaToOB BO3IMOXKHO, TaK KakK:
* HET BNWAHWA HETOMOITreHHOCTHU MaTepnana
* HET BNWAHWA I'IFJDEIDI'ID,D,FDTOBI{M

* HET BNUAHWA },FCJ'IGBHI:I MaMepeHnd



TT: Tunbl npoueccoB

[Tpouecchl, conpoBoXaatoLLmnecs
NM3IMeHeHnemM MacCcChbl
* XMMUYECKME peaKkunm
— Tepmunyeckoe pasnoxeHue
— CTapeHue maTtepuanos
— OKucneHune

dusnyeckmne npoueccol
— cnapeHune Boabl Unn gpyroro pacteoputengd
— Cybnumauums

— HekoTopble dpasoBbie nepexoabl (TemnepaTtypa
Kiopn)



TepmorpaBuMeTpUs - NPUHLIAN

o6paszey @ Ne4b

aepxatenb

TI curHan

A3meHeHne macchl
TemnepaTypbl pasfoxXeHns
Tepmnyeckasa ctTabunbHOCTb
AHanmus cocTtaBa
OkuncnurtenbHasa cTabunbHOCTb

KnHeTuka pasnoxeHus

09/04/10

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

MeTof , KOTOPbIM N3MEPAIOTCA U3MEHEHNS
Maccbl B 3aBUCMMOCTM OT TemnepaTypbl UK
BPEMEHW Npu onpeaesieHHbIX U
KOHTPOSIMPYEMbIX YCITOBUSX (CKOPOCTb
HarpeBsa).

T /1%

100 1. Cragus (BblaeneHve Boabl)
\ l -12,21 ‘;A:
20 -12,25 %
2. Ctagus (BblgeneHue CO)
80 -19,11 %
Pasnoxenue CaC,0,.H,0 -19,14 %
70 3. Cragus (Bbigenenune CO,)
60
-29,38 ‘;A
50 -29,43 %
40
100 200 300 400 500 600 700 800

Temnepatypa /°C

NETZSCH Analyzing & Testing 12




[1Ipouecchbl NPOTUBOMNOIOXHbIX

HanpaBneHNN

Weight/%

20¢

Temperature/~C

_ 4600
E &
0 i 41500
1400
-20F 3
&
4300
-A40F -;-‘.f
% 4200 &
o
-60E 5
E 1100 @
=4
.gn_
fo §
-100F 1-100
=120 L I i = = i -200
50 100 150 200 250 300 350 400 450

Weight/%

= DSC/uv — 100 1.6
= 450
U0, U0y U;0y 3
= < 1.2
40
& DSC 3
- 3% Ese
TG h E
I J-100 g
= J.150 A2
- al (=}
& —-200
= e DTG 3 0
i 4-250
LAY T L O YT O ) L " O T ST T S e U G N W Gty T (1 7o [ ey’ |
0 100 200 300 400 500 600 700
Temperature/C

Pa3noxeHne XMHOMbHOW KUCMOTbI

[ToTepsa macchl

Uo, —» U;0, — U;04

YBennyeHme macchl




KonnyecTtBo cTaaunu

TG M

100 A
90 \ l\hﬂass Change: -1232 %
Mass Change -18.79 %
80 1 .
Mass Change: -30.00 %
T0 g\
PasnoxeHue MOHOIrngparta oKkcasiaTta KalribLund
B0 1
CaC,0,*H,0 — CaC,0,+H,0 12,32%
1 CaC,0, — CaCO,+CO 19,7%
CaCO,; — CaO+CO, 30,1%
40 1 0
0 10 20 30 40 50 60 70 80 g0
Time /min

MeH-BbiyucrnieHuUsi-AemomMamuy.rioucK rnukoe




NuddepeHumnanbHaa CkaHupytowaa KanopumeTtpus

OnpeaeneHue cornacHo ISO 11357-1

3.3 Differential scanning calorimetry (DSC): A technique in which the difference between the heat flow rate into
a test specimen and that into a reference specimen is measured as a function of temperature and/or time while
test specimen_and reference specimen are subjected to the same controlled temperature program in a specified
atmospherg using a symmetrical (twin) measuring system. Btrictly speaking, the measured difference is that be-
tween the heat flow rate into a crucible containing the test specimen and that into an empty crucible or a crucible
containing a reference specimen.

OuddepeHunanbHaa ckaHupywowaa kanopumetpusa (OCK): meton, B KOTOpOM
pasnuymne Mexgy CKOpOCTbH TEMMOBOro NoToka B obpasLe M CKOPOCTLHO TEMSOBOro NoToka
B 3TanoHe (ctaHgapTHoM obpasue) pernctpupyetcs kak yHKUMA TemnepaTtypbl u/unm
BpeEMEHW, Korga oHuM NoABeprarTca O4HOM U TOM Xe TeMnepaTypHoOW nporpaMmme B OQHOW
n TOM XKe aTmocdepe nNpu  UCMNONbL3OBAHMM CUMMETPUYHOM (COBOEHHOW)
U3MepuTesibHOM cuctembl. CTPOro roBopsi, U3MepSAeTCca pasnuyme TenroBoro noToka B
TMrne, cogepxawiem obpasew, U NyCTbiM TUMMEM UK TUIMNEM, cogepXawmMm CTaHOAPTHLIN
obpaseu.

N3mepsiemble BenuuunHbl - abcontoTHas Temnepatypa obpasua M pasHula Temneparyp,
BO3HMKaOLWaaA Mexay obpasLomM UM 3TanoHOM, NPOropLMOHanbHas PasHOCTU TEnroBOro
NnoToKa Mexay HAMU. JTO No3BONSAET OLEeHMBATb KONTMYECTBEHHO TeNnnoBble 3dEKTHI.

,Elmd)cbepeHumaanble CKaHUpyrLwmne KanopnmMmeTpbl MOTyT ObITb OBYX TUNOB.
TennoBoro NnOoTokKka N KoMmneHcaumoOHHbIe.

09/04/10 NETZSCH Analyzing & Testing 15



OudbdepeHunanbHaa ckaHupyoLlas NEIZSCH

KanopumMmeTpus

» dasoeble nepexoabl

 TemnepaTtypbl 1 3HTaANLNUK ha30BbIX NEPEexXonos
« TemnepaTtypbl 1 3HTANLNUA NNaBNeHUA

« TemnepaTypbl N 3HTANBNUA KpUCcTanMsauum

» CTeneHb KpUCTaANMMYHOCTK, OTBEPAEBAHNSA

* TemnepaTypbl CTEKNOBAHWUSA

« TennoemMkocTb

« OdochekTol pasnoxeHWa (TemnepaTypbl, TENMOTLl PA3NOXKeHUSA)
*  KunHeTuka kKpucTannusayuu

* KuHeTuKa peakynn

» OnpegeneHne YACTOTEI BeLLecTBa

* OxucnurteneHyw ctadbuneHocTe O.LT.

Yrafal'atlal EIrr T 7™ A L " . DT B2 i ™y



OCK: Tnnbl npoueccos

[1pouecchl, conpoBoXaawLmecs U3sMeHeHMEM TeNSI0BbIX CBOUCTB
NNn TennoBbIMU 3dodekTamu

*OnpegeneHne TENNOEMKOCTU

— TennoemMKoCTb BellecTBa Npu Harpese

— OnpepeneHne TeNNOEMKOCTU NPU CTEKNOBAHUNA
*Xnmmn4yeckme peakymu

— JK3oTepMUyeckune

— JHOoTeEpMMYECKNE
*dunsnyeckume npoueccol

— [NnaBneHne n Kpuctannusaums

— WcnapeHue u cybnmmaums

— ®asoBble nepexoqbl



MpuHuun ICK TennoBoro notoka

3TanoH

npoba
W, N

We.
w—p —

(o) (o) (o) (o)
? =l

—t AT, =T,-T,

T,: TeMneparypa stanoHa

T. remneparypa npobbi
W“w: TEI‘IHDIBDﬁ MOTOK OT NEeYM K
3TanoHy cOOTB. K npobe

neJs

TepHMo-

napa

I T "7ray/al i A 1

NETZSCH

T- Sensor




OuddeperHunanbHbin Tepmuyeckuin AHanus (OTA)

OundhhbepeHumanbHbIN TepMmuyeckun aHanusa (ATA) - MeTod TepMUYECKOro aHanusa, K
KOTOPOM M3MepSeTCHa pasHuua TeMmnepaTtypbl obpasua u TemnepaTtyp aTanoHa B TeYeHune

BPEMEHN WM TeMnepaTypbl, Koraa OHW NOABEPralwTCs OOWMHAKOBOW TemnepaTypHOM
nporpamme.

& O6paseu 3TanoH

T

A

To4YeYHbIN KOHTaKT MexXxay TepMonapon n TUrrem
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NCK, TemnepaTypa 1 curHarn

|

[ Lom |

bal
(6(0)

/
STal1OH

d Q=

dt

ggf-l D ceHch
/ N\
N

obpasey,

TENnNOeMKOCTb

Cp-AT

HeatFlow=Cp- [

\

Tennoson NOTOK

\

CKopoCTb HarpeBa

time

DsC —DSC

time




OHTanbNUsa NPoLLeccoB: TennoTa npouecca
NpY NOCTOSAHHOM AaBreHUn

SQI,-ICOQ CeHcp
3Tan0|: \o6pa3eu
Iy
AH = j (HeatFlow—Cp - B)dt —"* —DsC

i

time

TennoTta nepexoaa BbluMcnsaeTcs t, t,
Kak nnowaab nof n3smepeHHbIM NMUKOM

DIN 51007
ISO 113571




PasnuyHbie nepexonbl, onpeaensiemole [CK

Mepexoabl HanpaBneHue achdekToB

AHOOTEPMMUY. AK30TEepMU-.
NMnaBneHue X -
Kpuctannusauus - X
MUcnapeHne X -
Cy6numauus X -
AbGcopbuusa - X
Abcopbuus X -
HNecopbuus X -
MarHuTHbIe nepexoabl (ToYka nepexoaa) X -
Mepexopbl XuakKas- Kpuctannmyeckasa gasbl X -
MNMepexon cTeknoBaHuA HeT nukoB, HO ecTb CTyNneHbKa B

dHAOTepMUN4YeCKOM HanpaBiieHun

09/04/10 NETZSCH Analyzing & Testing



Pa3nu4yHble nepexoabl, onpenensemole JCK

MNepexon HanpaBneHune nuka
dHaoTepMm. AK30TEpPM.

Xemocopb6uus - X
deconbBaTauus X -
HernapaTtauums X -
TepmMmunyeckoe pasnoxeHue X -
OkuncnutenbHoe pa3srnoxeHue - X
FopeHune - X
Mepexopbl TBepaoe-TBepaoe X X
Monumepunsauma - X
OTBepxaeHue - X
BoccTtaHoBUTENbHbIE peakuumn Mo:keT ObITH IK30- H

IHAOTEPMUIECCKHUM

09/04/10 NETZSCH Analyzing & Testing



CTeknoBaHume

T - - . e
[‘emperature
Xuakoe coctosiHne
2 —@
'O | Supercooled hiquid /
3 . -
% /‘ o
: . | ‘
0 | ] r A( ;]
« /\L\ ‘JJ | ’V
os) LAl .
O I Crystal
- \ | :
e \ .
Grlass
TBepaoe coctosiHue - Y :
K - fus

ncrtouHuk: Cammenga, Eigenschaften amorpher Stoffe, Ansbach, 30.10.2002

Mepexon cTeKnoBaHWUs COMNMPOBOXAaeTCsA ckavykoobpasHbIM N3MEHEHUEM TEMNOEMKOCTH



OnpepneneHne napameTpoB

rnepexoga CreKroBaHun4A

OCK

DIN 53765
ISO 11357-2

cepeduHa

Ha4arsio

—

ACH Cpe,u,

HAA JIMHUA

Ckayok
meriioeMmkKkocmu

_

Timia

Tend

Temnepartypa




[lepexon cTeknoBaHus AN naka

ACK (MBET M)
050 - R Ticle]

045 1

035 -
CreknogaHue:
Hauano: 62.0°C
0.30 - CepeguHa: 643 °C
' Mepernt: 66.5°C
KoHew;: 66.7 °C
NzmeHeHne Cp*: 0.230 Ix/(r*K)
025 4

40 60 80 100 120 140 160 180 200
TemnepaTypa I°C




OnpepnernexHne TENIOEMKOCTU
Npn OTCYTCTBUW NPOLIECCOB

Tpu namepeHnsa co CKOpOoCTbIO Harpesa [3:
1. BbasoBag nuHuA (noBeaeHue nycton cuctemsl ) [CK,

2. JTanoHHbIN MaTepuarn ¢ U3BECTHOU TEMNNOEMKOCTbIO
(CaI'ICbI/Ip) :ﬂC carnghupa
3. Obpasey ¢ uccnegyemon Tennoemkoctblo [JCK sz
ACK ina = HCKo + 11 CP e P

ﬂ CK05pa314a = ﬂ CKO T m05pa3ﬂacp obpasya ﬂ

JICK
JICK

— JICK,
— JICK,

canqbupa obpasya

Cp obpazya = Cp cangupa

06pa314a cangupa



TeMHepaTypa rnriaBJieHNA HACTbIX BELWECTB

Heat Flow f mW/mg
N A , 159.62°C DIN 51007,
U NETZSCH STA 409 PC Luxx®: i 159.60 °C _
Sample: Indium |/| 159.58 °C ISO 11357-1
1004 Sample mass: 8.74 mg I
' Crucible: Pt+Lid "
Heating rate: 10 K/min | |
0.80{ Atmosphere: Nitrogen '\
SEensor; TG-DSC type E ." \
.l --II
0.601 [l Lt 2856 Jig
\ 28.61Jig
0.40 \ 28.54 Jig
Lit.: 156.6 °C | 2864 J7g
156.73°C
0.204
156.71 °C .
156.70 °C | N DSC_
0.0 4
130 140 150 160 170 180 190
Temperature / °C

MeH-BbiyucneHus-Hayvarno

TemnepaTypa Ha4alla NMKa COOTBEeTCTBYEeT TemMhnepaTtype ninaBrieHnsA



4. OnpepeneHne HHCTOTEI

Mnaenenue Bewects npu Harnmuum npumecen NETZSCH

PeHaueTuH + ammHobeH3onHas KucnoTa “

13
YucToe BelecTeo

0.7% npumecen

2% npumecei

L 54

122 124 126 128 130 132 124 136 138

Tampearature FC

®opma nuka nnaeneHua ACK n Temnepartypa nnaeneHua deHayeTnHa gn4d
oOpasuoB ¢ pasnUyHbIM KONUYeCcTBOM NpUMecen aMMHOOEH30MHOW KUCNOThI

40 CTaHRapTHEN aHamas 4CK, T, ThM-4CK

METZZCH 2008




[TnaBneHne npu HaNM4YnMM NPUMeceu

A CH fiMeBmMr)
Lakao

4.01 deHaleTuH + 2% aMUHOBEH30MHON KNCMOThI

3.5

2.04

..| DIN 51007
1ISO 11357-1

2.0
1.5
Hauano: 1325 °C
1.0

0.5

004 —r—

122 124 126 128 130 132 134
Temnepatypa °C

MeH-BbiyucneHus-Hayvarno

TemnepaTypa nnasfeHns BbIYUCIIAETCA KaK SKCTpanosiMpoBaHHOE Havano nuka:
nepeceyvyeHne KacaTernbHOM K 6a30BOM NIMHUN U KacaTeslbHOW B TOYKe nepernda



[TonHBbIM aHanNM3 nNukKa

CK fireBiar)

Larzo
6 i " r
PeHaueTuH + 2% aMUHOOEH30MHOW KUCMOThI

KomnnekcHbIn nuk:

41 Mnowaapk: 543.4 mkBir
Muk: 133.7°C
Havano: 1325°C

DIN 51007 KoHeu: 1343 °C

5] 1ISO 11357-1 Wupwuna: 1.1 °C(50.000 %)

Bbicora: 3.9962 mkB/mr
[3.:
0 -
2
1é2 ’12;4 ’12I6 ’12IS ’1320 ’1322 ’13':4 ’1326 13:8

Temnepanypa FC

MeHI0 - BbiyucneHus - KomrnneKkcHbIU nuk



l. OnpepeneHne YHCTOTEI

OnpepeneHue Konn4yecTtea npmuMmecen NETZSI[H
ocHoBHada ngeqa (ASTM E928):

MoHWHEHKE TEMNEPATYDLI NNEBNEHKUA
NPONOPLHOHANEHO KOMWYECTEY

% 2
MEKrecel -
P ~ = _ XRI
j:] _‘Tm - N
OTHoweHne x/(x+y) paBHo gone
130 pacnnaeneHHoro eelecTea
120 — i e el
001 02 .T-i—_‘l‘ :!'B T {EE' —T}JH
LA L.l LL L L AL
T0 — TERTIERETYRE NASE NEHMA YMCTOM BEWECTED 0 01 0.2
T — TEMMNERETY[S NASE NEHMA 38 5SHHOM ChEc
T — TekyWaA TEMNERETY RS

¥ — MONEHOE KONWHECTED I'IFII-'I'I.ﬂEDEﬁ

A Non pacnnaBneHHOro BellecTea F MOHHD HAHTKH K3
OTHOLWEHKA HacTMYHBIX NNCoWaner 4NA nuKa NNagneHua

-
—F
/ﬁ ity
« o
| “RT* 1
| Peaynbtat: I=7,——=
, k y °""AH F
TemnepaTypa NMHEeWHO 3aBUCUT OT BE€NM4YMHEI,
DﬁpaTHDﬁ Adone pacnnaeneHHoro eelwecTea
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. LiNnpedeneHle HHLTOTEI

OnpeneneHue Konn4yectea NnpuMecen

Hona pacnnaea
M2 KOPPEKTHROEAHHOR KPMEOA NHKS NN3ENEHKMA

F=_2

i+

TO — TERTEPETYEE NNAE NEHW A YMCTOM BEWECTES

T — TekyWan TEMNEpETYRS
X —MONEHSA RO A NpEEsEH

AH —monapHaA 3HTENENMA NASE NEHK A
F — a0ond pacnnaea npi Teky W TEMNERETY e

YpaeHenne Bant [ odcha

JEABMCHMMOCTE TEKYLWEW TeMnepaTyprl T
0T 0BpaTHOA NnowaaKn 1/F NMHelRHa.
HaknoH nponopuMoHaneH KoNMYecTBY NpUMEeced

NETZSCH

HUCToe BEWECTEO

Mano NpumMeced

MHOMO npumeceid ./

L. —_

YucToe BewecTBO NnaBuUTCA
NpW NOCTOAHHON TeMmnepaType

~——_ Mano npumecen
TS VK Y3KMIA
"“-H-,____

o

Horo npumecen

MUK WPOKWIA
.

1/F
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KpI/ICTaJ'IJ'II/I‘-IHOCTb N3 MNMWKa MNJjiaBJ1IEHUA

NETZSCH Proteus Tepmuuecknii ananua - [ nasnoe] E@@

®aiin MNpagka BWa BcTaeuTe HacTpoiikk  MHTepEan BeMMcneHnA  JononHvTensHo  Pexopaep OkHo  Chpaska
D|=|<i| | S |8 efubk| ||| | Ae| 5|23 o[ ]| &5 || [W N2
] o | | 7 ] ][] [

ACK fimBTMr)
npeaesie HHEe CTene HH KPHCTaAAHMHOCTH
30 1
Monurepsl: dHnn 100% / [ O]
|PE - 233,00 ~|  Dpasxa
25 1
Mnowaae NnasneHua | OCK Maowane: 1931 L x|
Mnowage pekpyctann, [ | J
20 1
CTENEHE KPHCTANAMYHOCTHS % | £5.3091 : Paccuurars
15 0K | OTreHa | Cnpaek.a |
1.0 1
KpuctannnyHoctb: 65.91 %
0% 1 [1.1]
001 Mnowaaps: 193.1 Dx/r
05 T T T T T T T T T
20 40 B0 80 100 120 140 160 180
Temneparypa [°C
B [1.1] PE.sd1 PE-Gran. 2450003 11.01.2001 12:57:31

fnA CcNpagkk HaxmMnTe F1

MeH-BbiuucneHus- Kpucmannuqucmb



[lnaBneHve nonnmepos
CTeneHb KpucTanMyHoOCTH NETZ5CH

KpucTannuuHocTb Kak chakTop,
;  TpH OTWHAKOBHIC MOACKYTIH NOHMEPH BMAUAOLWWIA Ha CBOMUCTBA NonuMepa

l;|_| LRI

aMopdHar w
obnacre I:-cpﬂl:'rannﬂau LIMM \\_\

t:i‘;x

%ﬁa amopdHan
v% § W obnacte
\f%/ i

4 ‘-_ "; \
YacTHyio KPHCTAILTHYECKHI MOMTHMED % \ “\ fffé%,

Hexpucraiinyeckidt nonumep
{ckpyderHas WIH Pa3BeTRIEHHA LCNb)

[NonsocTeio KPHCTALIHMECKHR TOTHMED



[1naBneHune NnoryfinmepoB “Eluzst“

CTeneHb KpUcTanIM4HOCTU

OCK f(MBT/Mr)
e TennoTta nnaeneHus
i) A 254 5°C (VnK 3HTaNbNMA NNaBneHns)
1 BbIYUCNAETCA U3 nnoLlagn

o r nuka.

a4 |"
Q500 ’I

f

:I—'-‘I'_'I'_' i _(-
0.3
:-30:-_ ) 42,98 Oxir E'-K__E

-

160 180 200 2:0 240 26] 280
Temnepartypay "c

Ecnn wmseectHa Tennota nnaesneHua ansa 100%HoM KpUCTannUUHOCTK (NUTepaTypHble
OaHHblE), TO W3 3KCMNEepPUMEHTaNbHO oOnpeaeneHHon TennoTel MMaBMNEHNA MOXHO

paccunTaTtk cTeneHe KpUcTanMyHocTh obpasua.
~ AHnna.- AHKpucT.

x 100%
AHAuT. °




[1lnaBneHune noJinMmepoB
CTeneHb KPUCTAIIJTUYHOCTU

NETZSCH

OCK /! (mBrimr)
Mnowans: 217 4 O#r
. 3o
139,152
30 H
A
/|
|' 1
e naHo | |
i
| F ]
20 { ] .
| ) T | 1
1.5 mrc | "l 166.8°C
by
L f | f;f A
/ |'| f ' \ Monunpommnen
o Nsen / | | / \
o Ili / \ J \
e - l Il. e
e L ____f»-r':”r \,
0s i ——— P, . -
e —— e e ——— — — = 2 A —T
—_— —————
a0 .4 CTen=HL EDUCTANNHWHOCTIE 46.5%  ~ranane koW anAHHaCTi: T4 204 CTENEHE KPUCTANMMSHOCT 40 3%
20 40 80 &0 100 120 140 160 180
Temnepatypa /2C




[lepepaboTka nonvuonegUHOBOWN NNEHKU NETZSCH

OCK/(mBt/mr)
¥ 3K30 O6paseu. LD-PE/ LLD-PE/ HD-PE/ PP
Macca obpaaua: npubn. 5 mr
0.251 Turens: Al
CKOpOCTb HarpeBaHnAa: 3 KimuH
0.20- ATmocdepa: N,
0.151
0.101
),Jﬁ .”.'H _.'rl
0.051 3,55 ]t ﬂ‘f*’“\
L 2,86 Mw/r ~
i 7,18 Mk /r
‘U.DE T T . L - T i T ’ T T
40 60 80 100 120 140 160
Temnepartypa/ °C

* MuorocnonHas nnedka: [Na3B0/nvHernsia NaBOTTSHA/ MNonunponuneH

Yuctoe pasfeneHdHne npocTtblx KOMNOHEHTOE HDﬂHOJ’IECbMHDBDﬁ NeHKK.

KonunyecTBeHHOE onpedeneHne cogepaHna nonunponunesa no KanmbpoBouHbIM CMECAM.



I'Iepexo,u, CTeKnopaHuA

NETZSCH

ACK/{MBT/Mr)

i wzo

Mepexod cTEKNOBaHWUA:

Temn. Hayana adhhekTa:
Toyka cTeknoBaHWA:

w0+ Todxka nepernba:
KoHeyHas ToJka:

ACP:

91,2°C
95,2°C
96,8°C
99 2°C

0,264 Ox/TK

NMuk penakcauyun

e

0 70 20

an

1 _:"I-I 1 f'l-!.l'l 1-'I1I'|

1 ‘III'l

100
TemnepaTtypa,/°C

Mepexoq CTEKNOBaAHWA XapakTepeH ANA aMopdHbIX MaTepuanos; OH OTHOCUTCA K Nepexogam 2 poga,
T.2. OH CBA3aH C N3MeHeHMeM yaenbHON TennoeMKoCTH, HO He C U3MEeHEHMEeM 3HTanbMnK.

YacTo Temnepatypy CTEKNOBAHUA ONPeaensatoT Kak TOUKY Ha NONOBUHE CTYNEHMN.
BoicoTa cTyneHn Ac, SABRAETCA Mepol COAepXaHUs aMOpHOM 4YacT B YacTUYHO
KpucTannuyeckoi npobe. Ha nokasaHHbIN Nepexod CTEKNOBAHUA HaKnagblBaeTca penakcaums

(ManeHbKUIA NUK).



EYTaﬂ,HEHaKpMHOH UTPWUIbHDbI n Kay4dyK “ E'zs tl'l

OCK /(MBT/mr) BnuaHue cogepxaHua nnactumMkaTopa Ha cTeKknoBaHue
L 3x30
0.90 4
] O6Gpa3zeu A: 11 % CraHpapt: 5.5 % Obpaseu B: 0 %
; Mepexon cTeKNOBaHWA: Mepexop CTEKNOBaHMWA: Mepexon CTEKNOBAHMRA:
0.80 4 Temn.cepeauHsl: -13,5°C Temn.cepeguut: -10,1°C Temn.cepegnHbl: -6,8°C
Tovka nepermba: -11,7°C Touka nepermba: -8,4°C Touka nepernba: -5,3°C
ACp: 0,419 Ow/(r K) ACp: 0,438 Owd(r'K) ACp: 0,446 Ox/(r'K)

Temnepatypa/°'C

HobaeneHne nnactudguKkaTopa casuraeT nepexon cTeknoeaHMa e bonee
HNW3KOoTeMnNepaTypHyto obnacTe.



OTBepXgeHne anoKcMaHou cMonbil:
cpaBHeHuUe 1-0ro n 2-oro HarpeesaHumu

NETZSCH

OCK/! (mBT/mr)
1.01

J, K30 [1] 1-0e HarpeBaHue
) i _-_H--\_.__‘_‘ .--"“".r.-._'_ ———
1 . " -~ [2] 2-0& HarpeBaHWe

0.5- N /,,f"‘
1/_/’% f’f
] \
) \ f/
0 \',\ / OBpasal; 3c
[2] TNepexon cTeknoBaHMA 4 / Macca obpasua: 20,20 mr
Temn.Hayana:  67,2°C / Turens: Al
) Temn.cepenuHel: 92 8°C / CxopocTe Harpesadma: 20 KimuH
-0.54 Acp: 0,33 Ox/(r'K) \ / Atrmocdhepa: N,
) W/
[1] Mnowaps: -289 4 [
. Temn nuka: 109 4°C
-1.0 : r — — — —
0 50 100 150 200 250
Temneparypa/ “C

2-oe HarpeBaHuWe: nepexoq cTeknosaHus npu T, = 93°C
HEeT 2K30TepMNYECcKOon peakunn — obpasel NONHOCTLIO 3aTBEpAEn



G0 Wa3doBble OHarpalibl

[locTpoeHUne pa3oBbIX AUarpamMmm

NETZSCH

N- (4-ethoxyphenyl)-acetamide

O~

DEC Amwimg) ) )
| 1 p-aminobenzoic acid (p-ABA) -
B ’ OH
EL'H.I:_
1.50
Diagram Phenacetin - p-ABA
1|:n:|:
' 190 —
E H‘*‘ Tfusn-m
- 180 3
L I £ 170
130 140 150 15:3 170 180 @ :
— . Temperaiumn | *C \ % 160 --I
DEC Amiwimg) - E ]
- E 150 3
450 1 I|II I'|I ]
| [\ 03
- JBTEKTHYECKaA CMeCh [ E\I‘Qg\‘
150 I | { 0 3
- 71.04% 0 28 96% . s gy
' 120 ——
250 [ , 3 -Hﬁ*-.
200 4 ,'II I. - 110 ‘!u“ sasadaaaat sl aalasaalaiaalaaiiliiinli
= 1 rassg | 0 01 02 03 04 05 06 07 08 09 1
1 1 / mol-fraction p-aminobenzoic acid
050 { o A __-— =
) "B w10 120 130
Temperature "C
NETZSCH 2003
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3. Mazopkle gHarpaMmbl

[MocTpoeHue pasoBbIX AgnarpaMmm NETZS[H

DSC miimg) JBETEKTHKA F-ABK
188.1°C
| 07.2°C
| =0
10 1 IIﬂl
76% 0 24% ||
:|5 4 I| !
06 |
. /
TR / Phase Diagram Phenacetin - p-ABA
| ,’/_——'—'_'_;_'_'_'_'_'_.
2| 180 N
- ‘““"‘-, ‘ Tfusn-m
- 180 .
80 4 -
& B 100 120 . 140 160 180 1 \"“‘v-.k
S 2170 1
24} -
= -
DSC fymifimg) aEi,TﬁﬂMKa cheHaLeTHH *E 1603
i i " 1295°C g ]
Al N\ a £ 150
25 [ \ = ] ‘\\x
. 140 J
I 1 . ~
o I | | _I \T}u:‘ﬁ. \\\
[ / | Tpg
L 904% ;- 96% [ | ;
15 i |I || r;. | -. \\
| | y |
i | I'l ! \ - - - = = - = o= W =m W - om
| Ii L | Tou 110 ‘!t‘r, .. \fx,,
h \ 0 04 02 03 04 05 06 07 08 09 1
f 1808 3 \
. ) /a“ - ___“g__._____"-\ﬂ_ mol-fraction p-aminobenzoic acid
~% 100 M 120 130 N
Temparature "G

CTaHRaRTHER aHamks QCK, T, ThM-0CK
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. Wa3doBble dHarpaliiel

MocTpoeHue cha3oBbIX Anarpamm NETZS[H

Phase Diagram Phenacetin - p-ABA

LY

Temperature/°C
>
o

1. Ph
e 13n;3-.\

T i-lo-
{8 i

0 01 02 03 04 05 06 0.7 08 09 1
mol-fraction p-aminobenzoic acid

Phenacetin and p-aminobenzoic acid (p-ABA), phase diagram

—— calculated from literature data [1, 2, 3, 4]
—memeeee CAlGulated from own measurements on pure substances

. measured data on pure substances and mixtures
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. Wa3doBble dHarpaliiel

MocTpoeHue cha3oBbIx Auarpamm NETZSCH

CBA3b MeXay KpUBLIMM EMTEMHEPEWPH congyca = Onset

[ACK v chazoBbiMm Temnepatypa nmkenayca = Peak
Avarpammami

MUK NNABNEHNA 3BTEKTUYECKON
CMecH UMeeT MecTo Bcerga npu
OO HOW U TOW Xe TeMnepaType

. ——  A: %BTeKTMKa

: ! : 34eckb ANa NocTpoeHna guarpamMmmel
I i (0es [ICK koppekyun) BuibpaHa
C 3 A TOYKa MakCcUmyma rnuka

METZSCH 2005 34 CTaHAERTHEIN aHanus JCE, T, TW-ACkK




. Wa3doBble dHarpaliiel

MocTpoeHue ha3oBbIX AMarpaMmm NETZSCH

A |
CK CBA3b MEXAY KPUBBLIMU
[ [CK v chazoBbiMu
AvarpamMmamiu

.l IamepeHHble KpuBble
J 5 COOTBETCTBYIOT CMECSAM
Pa3HbIX COCTABOB

M rlpOBO,D,FITCFI N3MEPEHNA
5§ -
ﬂ/\ NP Harpepe cCMeceu
6
jbff\__+ﬂ7
A G

-
o

TeMneparypa
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. Wa3doBble dHarpaliiel

MNocTpoeHue dra3oBbIX AuarpaMmm NETZSIH

CeA3b MeXay KpUBEIMK
OCK v dhazoebiMmK

AnarpaMmmami
|
A
LI | \f
8 7 6 5 | I 1] I ! I I
S E ] L | i |4 3 2 1
| | |! | | | |
I | || I | I |
PO I
| T :: : I I |
| | | |
5 ' | I 19 : ll "' ‘
T B I R :
II ': ) |
TR R R
2] i *
ol o f A | P ot
L_El | L 1 |
H L
S } | I | | L] h,-ﬁ-
I
l ; I ]I ].
| | I i
| I 1 ¢ I |
| | 1 | | |
AT A C D B AT
Compaosition

34ecb ona nNocTpoeHnsa amnarpamMmmel BeldpaHa To4Ka KoHLa nNuka
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3. Mazopkle gHarpaMmbl

NETZSCH

[MocTpoeHue cha3zoBbIX Anarpamm

CeA3b MeXY KPUBEIMM

OCK v dhazoebiMK
AnarpaMmmamu

AT

C

AT

Composition

CTaHRaRTHER aHamks QCK, T, ThM-0CK

ar

METZZCH 2003




OIT - HOYKUMOHHBIN Nepuos OKUCNEeHUs
UNU UHOYKUMNOHHOE BPEMSA OKUCNEHUSR NETZSCH

NHAOYKUNOHHBIA nepuod okucneHunsa (OIT) kak npusHak
CTabunbHOCTK (NOBpeXaeHUe, cTapeHne u T. 4.) MaTepuana.
TecT OIT = yeneHanpasneHHOE NPUMEHEHNE OKNCNUTENBHON
aTMocdepbl (BO34YX, KMcnopon) Ha obpasel;

onpefeneHne Hayana peakuun

[lBa meToAa:

1) OuHamudeckud T.€. C 3ajaHHOW CKOPOCTbH HarpeBaHus

LOCTOUHCTBO: He TpebyeTca NnpeaBapuUTENbHOro
3HaHWA noaxoAsLlel TeMmneparypsbl
peakuum

HedoCTaToK: He HOpMWUpPOBaH

2) usomepmudeckul

OOCTOUHCTBO: HOpMUpOBaH

HedOCTaTOK: HeoOXxo4MMOo 3HaHWe noaxogaLlen
TeMnepaTypbl peakumnm



NETZ5CH

NunHamuyeckmm OIT

DS C

HETZSCH

I
pat / .
| ~
- 7'tz 233.1'c ]
|f| CTabunnsnpoBaHHbIN

| CkopocTb HarpeBaHusa: 10 K/MuH,
\ | aTMocdepa: Bo3gyx
\ 141.87Cl1]

140,47 ¢ (2]
i [} M i i 1 i i i 1 i i _i
200 220 240

-3.0F

a i 4 i ¥ —— N i i L i & i
120 120 140 160 180
T/c

CpaBHeHne cTabunnsnpoBaHHOro U HecTabnnnMsnpoBaHHOTO NONU3TUNEHA

BbiCOKoro gaenexHua (HDPE);
Al-Turenb ¢ nepgopupoBaHHON KPbILLEYKOW



N3oTepmudeckun OIT

NETZ5CH

Warmeflu mW/mg Temperatur /°C
0 5] +€X0
- 200
2.0- ' Gaswechsel O.-Atmosphare
zu Sauersioff
1.5 (3 min Gleichgewichts-
10- einstellung) -130
0.5
5 k_—_—T\ 0 min [210IT: 31.1min__[1]OIT400min |, o
-1).54
=104
Aufheizung bis 210 °C
18 £ N, g
-2.04
10 20 30 a0 60 70 80
Zeit /min

Probe: [1] PE-Rohr
(glatte Oberflache)
[2] PE-Rahr
(rauhe Oberfiache)
Probengewicht: [1] 7.20 mg
[2]7.67 mg
Tiegel Al
gelochter Deckel
Heizrate: 20 Kimin,
isotherm
Atmosphare :  N./Q,

O.1.T. B cootBeTcTBUK, Hanp. ¢ DIN EN 728, ISO/TR 10837, ASTM D 3895 (0bbiuHo B
oTKpbITOM Al-TUrne; yctaHasnueaemas TemnepaTtypa M3oTepMbl 3aBUCUT OT cTaHgapTa)
3geck: uccnegoBaHne BNUAHMA aHTUOKCKMAAHTOB (cTabunusaTtopsl)



[lonnaTnneH HU3KOro AaBneHus:
MHOEKC KHCHODO,EI,HOH CTabunbHOCTU

NETZSCH

OCK f(mBT/mr)
-« JK30
1 1 "
paHyNMpoBaHHbIA MaTepuan

Hoeasa Tpyba
Crapan Tpyba

05 1
54,5 MWH

MNoTok/{sn/muH)
250

702 MuH  76.1 mun | 200

0 4

-0.5 1 DSC 204 F1 Phoenix®

Otpa3ykr: M3 cmecs

Maceca obpasyos: 6,60 — 6,80 mr

Turnm: Al oTHpEITEIE

ATmocdepa: Nz, Harpeeanue, 20 Kinuu
ATmocdrepa: Nz, b MuH waotepma, 210°C
Atmocdrepa: Oa, B0 MuH vaoTepma, 210°C

i
—
T

2] ——pp————— e —————

KHcnopon

i
[
tr

|
et .

Bpema /mnH

20 30 40 50 60 70 a0

90 100

TEDMMLIECI{M Ponee cTabunbHbIM ABNAETCH reaHynAaT. PEEHMHE B 3HaA4YEeHWMAX MHOEeKCOB
KHCJ’IGDD,EI,HDFI MHOYKUKMKW NoATEepAHOdeTCA NCXOOHBIMW OAaHHBIMU.



McxoaHbIA NYHKT

NETZ5CH

CHabxeHune
OasnpyroLWmxcs B
Npake
aMepUKaHCKUX
BOWCKOBbIX YacTel
npoayKTammn
NMUTaHUSA rMaBHbIM
obpazom vepes
KyBenT.



3 yero coctouT Takaa OyTbinka? “ETZS':H

N3 camoi DYTBINKMK,
matepuan: MNaT

N3 HaBUHYMBaKOLLEeUCH
NPOBKU UMK KPbILLIKK,
MaTtepunan: I3 vunu I1r1

2



PeaynbTaThl ACK U3MepeHwii NETZSCH

K MBT s
T e KpacHeIN =
24 Mue 1201°C noBpexxXaeHHbIN
2o MaTepuan
_I'!ru-luj_-'[-_. 93 21 Jwar
201 i
/I'Iru.qa.u,b 08.78 Omir CMH”ﬁ -
18 / )
HeNnoBpeXdEeHHbBIN
16 1  Tnou gk 96,49 fr Martepuan
141
o
12 | -
A 3eNeHbIN =
T By rPanynAaAT ansd
. . HeNoBpexX4eHHOro
08 | R " | maTtepuwana
&0 B0 100 120 140 160

Tarmepanypa °C




PesynbTaThl OIT nameperuu

T KWETIMI
an Lo

W.B.O.: 28.3 muH

04

M.B.O. MHAYKUWOHHOE BpeMA okucneHns

I T L L b b

-0

B 35,0 e

0 = 0 5 40
EpoMA #HH

50

55

TeMn. Mz

f 220

Ak

F20%

| 200

NETZ5CH

KpacHbIN =
NoBpeXaeHHbIN
MaTepuan

CUHUIA =
HenoBpeXaeHHbIN
MaTepuan

3eneHbln =
rpaHynaT ans
HenoBpeXxaeHHoro
MaTepuana

NamepeHmna OIT nokaseiBawT, 4YTO MaTtepuwan Obil OeWCTBUTENBHO MOOBEpPKEH

TEPMUYECKOI Harpyske.



HaTpueBas conk heHUNyKCyCHOM
KUCNOTI

BONBLMHCTBO NOPOLLKOOOPA3HbIX BELLECTB
MMEHT CrocobHOCTB K abcopbuun Boak
(pacTBOpeHNe) Unn hopMUPOBaHIK ‘ 7ot v ity ‘ o el iy
ncesaononuMopcos (con). Hatpuesas Al =
COMb He NPOABNAET Takyto CNOCOBHOCTL e
cBsi3bIBaTh Body 40 40°C npu S | B »
OTHocuTenbHON BnaxHocTn 50%. Mpu
OTHOCUTENbHON BRaxHoCTU 75% npouexoanT
MormoLLeHne Bofsl npumepHo B 29%. Ecrim o
YMEHbLUMTL BRAXHOCTb aTMocdepbl 40 5%, o "
BOZbl BHOBb McMmapseTcs, YTo . ;
NOATBEPXAAETCA CTYNEHbKOW Ha TI KpUBOW. T T T TR T
Takum 0Bpasom, noATBEpKaaETCS

0BpaTMMOCTb NOrNOLLEHNS BOALI. Bbloepxka

aKTVBHbIX KOMMOHEHTOB 11 UHTPAAUEHTOR MK

40°C 1 oTHOCHTENbHOIA BRiaXHOCTH 75%

NoKa3blBaAET CTAbMIBHOCTb BELECTB NPU

XPaHEHIM B YCTOBUSX KNUMATA C BLICOKON

BMAXHOCTH.

TG % Temp./C
F70

r@0

rG0

ra0

292% L2

*

« 1250

i nycx :ﬁ @ HTotaI Commander 6,034 ... | I'Ipe3EHTaqu2 ||j DapmanesTrka.pdf - .
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Daiin PeaakTrposanve MpocoTp  JokyMeHT WHCTRyMeHTEl OkHo  Crpaexa
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EX e s Pl

MoHorng paT a-NakTo3bl

[pu nccnenosaHuy a-nakTo3bl
ucnonb3oeancs npubop STA 449 Jupiter,
NO3BONAKLLMA NoNyYaTh CUHXPOHHbIE TI 1
[ICK paHHble. lNoTeps maccbl 4,91%
OAHOBPEMEHHO ¢ 3HAOTEPMUYECKIAM
curHanom npu 144°C

yKasblBaeT Ha Jernaparauuio a-nakrosbl
MOHoruapara o cBoboaHoi oT Bodbl Q-
nakTo3bl. Tennosble adhdekTsl npit 165°C u
171°C He cBA3aHbI ¢ U3MEHEHUAMI MacChl 1
MOrYT UHTEPMPETUPOBATLCH KaK
CTPYKTYPHbIE Nepexofsl. Pasnoxexne
nposiBNseTcs notepeit Macehl Ha TG KpUBOW
M HAYMHAETCA B MOMEHT Havana nnaeneHus
cBODOAHOM OT BOb! O-NAKTO3bI.
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Cimetidine A

H
/CH3 He N
Chemical name: NC\ JL S‘ \ N/
N-cyano- N'-methyl-N"-[2-[[(5-methyl-1H-imidazol- N N/\/
4-yl)methyl]thiolethyllguanidine H H
CAS-No.: 51481-61-9
Formula: CioH1sNeS
M 252.34
Ttia: 142°C[1, 2]
ArsH: 40 kJ mol™" [1]
Therapeutic activity: Inhibitor of histamine mediated gastric acid secretion
Goal of analysis: melting point, eutectic purity and glass transition
Instrument: DSC
Evaluation: melting point and glass transition
Sample: crystalline powder
ﬁﬂvtkl ] @ |'|DB3BHTaLlHﬂ2 | ﬁmapnaueawna—xunr." ’m




DSC /(mW/mg)

- 142.8 °C
701 | exo

6.0

5.0 |: |
4.0 | |
3.0
2.0-

1.0-

161.9J/g | |

40 | 60 | 80 100 120 140 160
Temperature /°C

Fig. 1: Cimetidine A, melting by DSC, first heating, melting peak temperature corrected for
thermal resistance
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Cimetidine A

DSC /(mW/mg)
J exo

14 -
[

12 | ——— 1, heating
e 2, healing

1.0 -

0.8 -

Delta Cp:  0.769 J/(g*K)

Glass Transition: ' - L‘—
06 1 Mid: 442°C

04 |
02 | s
..-4"':"’:7
o |7
40 60 80 100 120 140 160

Temperature /°C

Fig. 2. Cimetidine A, melting and glass transition of a fast cooled sample by DSC

-
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Paracetamol

Chemical name: 4-Acetamidophenol

0

CAS-No.: 103-90-2

Formula: CgHgNOz

M, 151.16

Modification I It I

(literature values [1, 2])

Tisin °C 169 156 <156

AweHin kJ mol” 28 27 -
Therapeutic activity: Analgesic and antipyretic,

Paracetamol is the main metabolite of Phenacetin

Goal of analysis: | polymorphs and recrystallization

Instrument: DSC

Evaluation: determination of melting point and enthalpy of fusion
Sample: crystalline powder

ﬂl‘lyckl a @ I'IpeseHTaLLHﬂ2 | ﬁmapnaueawna—xunr."
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DSC /(mW/mg)
157 .7 °C 169.2 °C
L exo .
|
10 1
8 ; _
1. heating _ ! meilting
———————————— 2. heating meiting form |
6 form |l
4 !
2 1 recrystallization |
177.0 J/g '
L 184.1 J/g
0
¢ 82.0°%C
. : 100 120 140 160 180 200
Temperature /°C

Fig. 1: Paracetamol, melting of crystal modification | by DSC, cooling and on heating recrysta
zation into modification Il according to the melting point at 158 °C



Carbamazepine

A ~ T
L“‘@.u__ ] Ry -
Chemical name: |
5H-Dibenz[b,flazepine-5-carboxamide CONH,
CAS-No.: 298-46-4
Formula: CisH12NZO
M. 236.26
Modification I Ay By i IV
(literature values [1,2]) o : p
Ts in °C 180 185 187 176 173
AwsH in kJ mor™ 26 - 22 31 -
Therapeutic activity: Anticonvulsant, antipsychotic
Goal of analysis: Thermoanalytical characterization of crystal modificatior
and solid state phase transitions
Instrument: DSC
Evaluation: melting points, enthalpies, glass transition temperatures

change of moiar heat capacity, stability relation of

P |V - R D Ie—— T |
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Crucible: Al crucible, pierced lid

Temperature program: up, down, up: temperature ranges and rates described
at the Figures

Atmosphere: N,

DSC /(mW/mg)
4] 190.8 °C

3 v X0 96.6 J/g

6 | 1. heating

. heating

Onset 21.6"°G 160.2 °C |
Mid 55.1°C

! 0.8B Jfi
1 3 Delta Cp: 0.47 J/{(g"K) 1 J--- :

0 oU 100 150 200
Temperature /°C




DSC /(mW/mg)

0.40

J exo
0.30 | 1. heating
2. heatinc
| 0.20 S
0.10
0.0
-0.10 Glass Transition:
, .y Onset: 51.1°C
-0.20 ) - Mid: 54.8 °C
Delta Cp: 0.47 J/I(g'K)
=0.30
—Ddﬁ,.r" =

10 20 30 40 90 60 70 80 90
Temperature /°C

Fig. 2. Carbamazepine, modlﬁcatlon [, consecutive melting, Al cruclble pierced lid;
up -40...205 °C, 10 K min™'; down 205...-40 °C, 40 K min™"; up -40...205 °C, 10 K min”’

zoomed section of Fig. 1



DSC /(mW/mg)
[4]

8.0 exo

' 190.9°C ]r

1072 f (l

7.0 _ |. heating 02.1J/g i
6.0 heating

20 40 60 80 100 120 140 160 180 200
Temperature /°C

Fig. 3: Carbamazepine, crystal modification IIl, consecutive rneltlng, 1.06 mg, closed AI crucit
up 5...200 °C, 10 K min™"; down 200...5 °C, 10 K min™"; up 5...200 °C, 10 K min”’



Carbamazepine

DSC /{(mWImg)
3
?{}[ I _
v EXo 191.1°C

6.0 !' 101.3 M.I"Ei

&n
o

4.0

3.0

2.0

| elta CI 0283 J 1K 45 1 °( | |
1.0 : 01.8 J/g .

ﬁi:J ‘ | | I ’IDII[] I - | | ‘IEI{} - - - 2[}&} - 250
Temperature /°C

Fig. 4: Carbamazepine, crystal mod;rﬁcation ll, consecutive meltin9,1.79 mg, Al crucible, pier:
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Stability regions of Carbamazepine form | and form ll|

Tfu'; ]l =176 aC Trus.l =1QD aC

/

/
/
N

14
273 293 313 333 353 373 393 413 433 453 473

Temperature / K

2
o

0
- Il ///"”
== A /
: : il
- .2 Tis =118 °C |
o
a ’ /
0 x
o -8
@
O
»
Q
-
O

Fig. 5: Carbamazepine, Gibbs free energy function for the crystal modifications | and llI



Form | Form Il
Tas=190°C Tis = 176 °C
ApsH =26 kd mol™" | AgsH = 31 kJ mol”
ITemperature Temperature AGq AGg AAG = AGq - &GS_;”I

K *'C kJ mol”’ kJ mol’’ kJ mol”
273 0 -10.670 -12.151 1.481
293 20 -9.546 -10.771 1.225
313 40 -8.423 -9.390 0.967
333 60 -7.300 -8.009 0.709
353 80 -6.177 -6.628 0.451
373 100 -5.054 -5.247 0.193
393 120 -3.931 -3.866 -0.065
413 140 -2.808 -2.486 -0.322
433 160 -1.685 -1.105 -0.580
453 180 -0.562 0.276 -0.838
473 200 0.562 1.657 -1.095

Table 1: Carbamazepine, Gibbs free energy functions and their differences AAG = AG; - AG;,
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rolyethyliene Glycol oUUV

Chemical name: Polyethylene glycol, Type 6000

CAS-No..  25322-68-3

M:: 6000 (mean value)

History of the sample [1] | slowly cooled | quenched
Tuein °C 61 56 - 61
AreH in kJ mol™ 1380 1460
T,in°C - 17

Galenic'application:
suppositories, tablets

Goal of analysis:

Instrument: DSC

Evaluation: melting range, liquid fraction as a
function of temperature, glass transition

Sample: white powder

i

O

H,

CH,—

—O|

melting range and liquid fraction, glass transition

Ointment base, excipient for galenic formulations, e.g.



DSC /[(mW/mg)

_ _ 61.7 °C
7.01 | exo 59.0 °C

6.0 1. heating

2. heating (after quenching) |

5.0-
4.0

melting

3.0

20 glass transition:

Mid 16.8 °C

ot et

1.0 Deta Cp: Q.T70 Jigrxy  TCTysmsizaiion 205.7 Jig

O. —t

=10 2.9
-40 -20 0 20 40 60
Temperature /°C

Fig. 1: PEG 6000, melting in first heating, glass transition and recrystallization and melting in
second heating of the quenched sample by DSC
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Polyethylene Glycol 6000

DSC /{(mW/mg)
+ exo
0.40 -
0.30 glass transition:
Mid: -16.8 °C J =
0.20 Delta Cp: 0.779 JA(g*K) o -
0.10 B
0]
Z 1. heating
-0.10 2. heating (after quenching
40 35 30 25 20  -15 -10 5
Temperature /°C

Fig. 2: PEG 6000, glass transition measured in second heating by DSC after quenching the



Polyethylene Glycol 6000

110,0 7

"| 0010 - . - .?.._...__

90,0 /

80,0 1 : / - i
70,0 | |
60,0 + : —/- — |
50,0 + -

30,0 F—

20,0 | L L / ! 3 4

10.0 /"

0,0 '

Partial Area /| %

46 48 50 52 54 56 58 60 62 64 66 68 70
Temperature |/ °C

Fig. 4. PEG 6000, liquid fraction versus temperature, derived from Fig. 3




Monou4HbIN XUp

OCK /mBTt/mr NETZSCH DSC 200
16.1C
1.4 ] l, 3K30 +
T
MpoGonogroToBLa: NNaenNeHue B BOAAHON DaHe, NUNeTra 18.8C +:"{ 21.3C
1.2 4 Bec: 15.20 Mr ‘A
THrens: Al 33aKPLITHIA { 1
ATMocdepa: He 10 mn/MuH R
Temn.nporpaMma; 25T 60T . -1200T, 5 MUH M30TEpM., 'a' -
1.0 4 L B0T 1207, 5 MMH M30TEPM., i H
L5, 30 MuH w3oTepn., L. -120T, 5 MHH M30TEPM., [ -
B0, HarpepaHue1s KIMMH, oxnawgeHns 35 KIMMH { '=
0.8 5 'fjﬁh{ =|
] NA13.8T |}
0.6 - -14.2C je1c i
+ ;"‘, i
0.4 | g \
7 625C yd \
' -62.6C _ S
0.2 - _#.___‘_____...-—""'--- ...... e
' 100 8 = 60 40 20 0O 20 40
Temnepatypa/ T

Puc.3. ICK namepeHns MONoYHOro xupa:
2-0e HarpeBaHue (3eneHas Kpueas) U 4-oe HarpeBaHue (KpacHas Kpusas).

TaUHAZ . MMINEELIE NPOAYK ThL..
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Maprapus u macno

OmHUMM 13 CaMbIX BaXHbIX KUPOB ABMAKTCA Maclio U MaprapuH. IV[aprapMH, KOTOprIﬁ MPon3BOAUTCA
6bICprIM oXnaxaeHuem cmec Macen U XWUPoB, XapaKTepu3yeTcH bonee CrnoxHbIM NnasnexHnem o
CPaBHEHNO C MaclioMm. Takoe noBefeHNe SBNAETCA CMeAcTBUEM Doree BLICOKOrD COfepXaHuns
HeHaCbILLEHHbIX XUPHBIX KACIIOT B [100aBneHmm K TBepAbIM PaCTUTENbHbIM MUPaM.

08

07

06

05

04

03

02

01

0.0

ACK /(BT/mr)

| k3o

Macno

Maprapux

DSC 204 F1 Phaenix
Bec: 1073 wr

13.07 wr
Turnu: Al, npoka

Ammocdepa:  No, 40 mn/mus

CropocTb Harpesanma; 1

NOThIE KPbILLKH

0 K/MuH

Temneparypa B XonoaumbRyke

-241T

16.9C

KomHaTHas
Temneparypa

-80

60

40

20 0
Temnepatypa /T

20

10

60

r
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MoaconHeyHoe U ONIUBKOBOE Macna

Ha pMC.B npeacTaBneHbl KpuBble NnnasneHna NoAconHEYHoro U ONBKOBOrO Macern.

ACK /(MBT/wr)
1 K30 41T
05 - DSC 204 F1 Phoenix
T Bec: 9.1 wr
; Turens: Al npoKonoTan KpbILIKa
1 Atmocdbepa: Nz, 40 mn/vuH
04 ] oAcontetitoe Macno CKopocTe HarpeBaHna: 5 K/MuH
OnuBkoBoe Macno
0.3 1
Mnowaae: 59.6 Ox/r
0.2 1 58T
0.1
00
o 7
01 ] -18.8T
50 40 30 20 0 0 10 2 30
Temnepartypa /T

Puc. 8. [ICK usmepeHus noLCconHeyHoro Macna (kpacHas kpusas) U ONUBKOBOTO Macna (3eneHas).
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TeMHbIA WOKoNan

OCK /mBT/Mr NETZSCH DSC 200
0.9 ﬂ, 3K30 3}8“0
0.8

] MpoGonoaroToBKa:  WNaTyna
0.7 3 Haeecka: 1012 mMr

. THrens: Al, NPOKONOTAA KPLILWLKA

] ATmoccpepa: Nz 20 MA/MUH
0.6 Temn.mporpamMma: 0C 50T 0T . 50T, 5K mMwH
0.5-

] 17.5T
0.4
0.3
0.2-
013+—" N

5 10 5 20 25 30 35 40
Temnepatypa/ T

1°° HarpeBaHue (3eneHas KpMBas) U 2-0e HarpeBaHue (KpacHas Kpusas).

Puc.13. ACK kpuBble TeMHOro wokonaga:



OOpaboTka Macna Kakao pasnuyHbIMI CKOPOCTAMM OXNaXOEHUA UMK SpYrUMU pexuMamin 06paboTku
NO3BONAET PasnuuuTL pasnnyHble nonuMopdHble Gopmel. Takke MetofoM [ICK BO3MOXHO U3yyeHue
BUAHUA PasnitiHbIx S00aBOK, TaKUX Kak aMynbratopos, Ha NonuMopdHOe NOBELEHMe.

NCK mBT/Mr NETZSCH DSC 200

25 _¢ 3K30

] MpoGonoaroToBka: Wnatyna
204 Bec: 15.20 mr ) )
Turenk; Al c NpoKonoTo KPLILKOH 359C
Atmocdepa: N 20 Mn/MuH

Temn. nporpamma; 0T ... 50C ... 0T ... 50T ... 25T,
- 24y n3otepma, ... 50T, HarpesaHue 5 K/MuH, 338C
154 OXNAKEHNE 3 KIMUH

A S S " " S S S P

Temneparypa/ C

Puc. 5. [ICK namepeHus kakao-macna:
1 HarpeBaHve (3eneHslit), 2 HarpesaHie (KpacHbi) 1 3 HarpesaHue (CuHN)




DMA 242 C NETZSCH

aepxaTtenb
obpa3ua n npoba

BbIMYCK rasa rneyb
BbIXO[
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Onpepenenue

C nomMoLLbo AUHaMMNYeCKO-MexXaHUYeCKoro
aHanusa (MA) BO3MOXXHO KONIMYEeCTBEHHOE
onpeneneHne MexaHM4eckux xapakTepumcTuk
MaTepuana npuv oCUUNNMpyroLWEeN HarpysKke B
3aBUCMMOCTM OT TeMNepaTypbl, BPEMEHMN U
4acCTOThl.



MexaHu4YecKkue cBOUCTBA “ETZS':H

KayecTBeHHO-0onNUcarTesibHbIe NOHATUSA:

CNOCOBHOCTb AehOpPMUPOBATLCH, XPYNKOCTb, pa3pyLleHue..

U,EJ'II:: nccriegoBaTersid NOHATD.

- NoYeMy MaTepuanbl BeayT cebs Tak no-pasHomy

- Kak 0ObACHAKTCA MexaHn4Yeckue CBoCTBa MaTtepuana ucxoasa us nux
MOPdONOrMM N MUKPOCTPYKTYPbI

- KaK Mbl MOXeM LeleHanpaBlieHHO BIIWATL, 4TO Mbl OOJDKHbBI COETaTh,
4YToObI 3a4aTh MaTepuany onpeanerieHHbole CBOWCTBA.

EIrr T "7 i A 1 " Y T 1"



CtaHpapThl ISO

ISO 6721-

ISO 6721-

ISO 6721-

ISO 6721-

ISO 6721-

ISO 6721-

ISO 6721-

ISO 6721-

ISO 6721-

ISO 6721-

1

2

3

4

10

NETZ5CH

Plastics - Determination of dynamic mechanical properties -- Part 1:
General principles

Plastics - Determination of dynamic mechanical properties - Part 2:
Torsion-pendulum method

Plastics - Determination of dynamic mechanical properties - Part 3. Flexural
vibration -- Resonance-curve method

Plastics - Determination of dynamic mechanical properties - Part 4: Tensile
vibration - Non-resonance method DMA

Plastics - Determination of dynamic mechanical properties - Part 5. Flexural
vibration - Non-resonance method DMA

Plastics - Determination of dynamic mechanical properties - Part 6: Shear
vibration - Non-resonance method DMA

Plastics - Determination of dynamic mechanical properties - Part 7:
Torsional vibration - Non-resonance method

Plastics - Determination of dynamic mechanical properties - Part 8:
Longitudinal and shear vibration -- Wave-propagation method

Plastics - Determination of dynamic mechanical properties - Part 9: Tensile
vibration - Sonic-pulse propagation method

Plastics - Determination of dynamic mechanical properties - Part 10:
Complex shear viscosity using a parallel-plate oscillatory rheometer

EIrr T "7 i A I & T R S



O6nacTu npyuMmeHeHus

* BA3KOYNpPYyrme XxapakTepucTmuku

* peflakCaUMOHHbIE XapaKTepPUCTUKN
e CTEK/IOBaHMe

* XapaKTEPUCTMKM AeMnPUpoBaHNS
* pa3MsdryeHue

* BA3KOE TeueHue

* KPpUCTANNMU3aUUA N NNaBneHne

e reneobpa3oBaHune

® AKTUBHOCTb HanoJIHUTENS

e fledeKTbl MaTEPMAsIoB

* peaKkuun OTBEPXAEHMUS

* peaKkuun CLUMBaHUA NOSIMMEPOB

* BYJIKQHU3UPYHOLLNECS CUCTEMDI



OnpeneneHue NETZ5CH

[MHaMn4yecKknun MexaHM4yeckuin aHanns gaeTt HaMm uHdopmaumo 0d
N3MEHEHUN MEeXaHUYEeCKUX CBOUCTB Mo BO3AENCTBMEM Mano
NepUOLMYECKON, Yalle CUHyconganbHON ANHAMUYECKOWN HAarpy3Kku Kak
dhyHKUNIO TeMnepaTypbl, BpEMeEHU U/ YacToThl.

ﬂpMJ’IO}I{EHHaH MEXaHUYECKaA Halrpy3ka, T.€. HalnpAaxKeHne
unu gecgopmayma UMeET CBOUM CNEACTBMEM COOTBETCTBYHLLNIA OTBETHbIN
CUTHan — ,ElECpGpMEiLI,MI'D Ik COOTB. HarnpaxXeHne, amrnyintTyaa u casur CpEiSbI

KOTOPOWA PEMUCTPUPYHOTCS .

A3 3TKX AaHHbIX NONy4YaeTCca KOMMMEKCHbIM MOo4yNb, 3aBUCALLUIA OT BUAA
aedopmMauunn, obosHavaembl Kak E*, G*, K" unu L*.
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NMpuHuun gencteua AMA

Tl

HDMHOH{EHME CHMHYCOUAA/IbHO HSMEHFII-OLLIEHCFI cunbl F
npuBOoAWUT TaKXeE K CMHYCOMUAA/IbHOMY OTKJ/TOHEHUIO

F npUnoXxeHHad cina

casur asel &

(necdopmauumn) X.

I T "7/ i) A

X aMmnnnutyda

NETZ5CH

NamvepsaeTcs
amnnuTyga
aoechopmaunm U cosur
cdasbl & mexay
NPUNOXKEHHOW
CUHYcouaanbHOW
CUIMON K
Aecdopmauynen. s
N3MepPeHHbIX JaHHbIX
MOXHO onpeaennTb
pasnuyHble BENMUYNHbBI
TaKkne Kak moayrnb,
BA3KOCTb W 3aTyxaHue
(oaemndompoBaHue).



NMpuHuun gencrteua MA

NETZ5CH

cuna
o : ;
E |7 TN § 7~ K-\ /_-\ \
g o Y 4 \ ynpyro
- " __:_ = o e = 0
=2 : :
® et !
E o i : ER3KO
o . 90° o -
- o Y ; g N i
’/' M ‘\x . / e “\M\ H’f \“‘\
J/ i L8 = BA3KOYyNpyro
e e ¢-a3a e R
L) l L 'I L 'I L l L 'I L 'I' L ‘ LI 'I' L l L I
0 2 4 6 8 10 12 14 16 18 20
Bpema

Ecnu 661 npoObl Bena ceba ynpyro (3nactuyHo) Kak NnpyXuHa, BO3OeNCcTBUE
cunbl U gechopmauma 6binm 66l cuHgasHbl. NMNonumvepbl BeayT ceba
BA3KOYNpPYyro, 3To o3Ha4vaeT, 4To cuna n gecpopmayuna caBuHyThl no cpase.
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OAMA - MNMpuHuMn

K 0bpa3uy npuMmeHsieTcs
Harpyska c ¢oopmMow
CUHYCOMbI.

[locne 3TOro U3MepsoT
peakLumio, NOoCTYMnatoLLyto OT
MaTtepuana.

Peakums Ha NPUNOXEHHbIN
CUrHaa OTCpOYEHa Mo OCcK
BPEMEHW, N 3ana3abliBaHne
ONWUCaHO NOCPeaCTBOM
da3oBoro casura.

d: caBur ¢pa3sbl

O, €

€: pecdbopmayun

O: Harpys3ka




OAMA — lNMpuHumn

Harpy3ka

y BSA3KOYNPYrnin MaTepuan

A2 X1 moaynb notepu E” - HeobpaTnMas yacTb

X2 moaynb ynpyroctn E” - obpaTtMMas 4actb

COOTHOLLEHME ANHAMNYECKOro
KOMMOHEeHTa AedopMaunn K
YyNpYyromy HanpshKeHUro
COAEPXUT KOMMSIEKCHYHO
BeNuMuMHy E*, asnsawouytocst
BEKTOPOM, KOTOPbIA MOXET ObITb
pPa3noXXeH Ha peanbHYyo YacTb E'
(Moaynb ynpyroctun) u
Boob6paxkaemyto YacTtb E"
(Mogynb notepn).




MexaHun4yeckue cBOMCTBaA noJsimnMmepoB “ETZS:“

MexaHu4eckue cBOUCTBA nonnMepoB 3aBUCAT OT
r TeMriepaTtypbl, Mnpu HOTODOH OHW NCMNOJIb3YKTCH
r Harpy3ku, KDTDpOﬁ OHW NoaBeprakTCH

’ ‘-IE\CTDTI::I;’BDEMEHM HAarpy3ku

= Moaynke nonumMmepa He NOCTOSAHEH, a ABNSAETCSH
cbyHKUMel TeMnepaTypbl, BP€MEeHU U YacTOoThbl
OCLIMIINIUPYIOLLE Harpys3Ku.
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HNaHHble IMA -1
T i I
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NETZ5CH

[TokasaHHas
B3aUMOCBS#3b
Mexgy mogynem
ynpyrocTtu u tand
BepHa He TOIbKO
ans moayns
cABUra, HoO TaKkxe
ana moaynsa
YAPYrocTu npu
n3rmde n mogyns
YNPYrocTu npu
CKaTUK.



MoHATUA NETZSIH

Moaynb ynpyroctu (HakonneHus) (E°):

npeacTaBnseT coboi Mepy KECTKOCTN BA3KOYMNPYroro matepuana u
NPONOPUNOHaNEH MaKCUMYMYy COXPaHeHHOI yrpyroi paboTkl BO BpeMs
O[IHOTO Mepuoaa Harpysku

Moaynbe noTtepb: (EY)

nponopunoHaneH paboTe, KOTopas BO BpeMSA OQHOro nepuoga Harpysku
OVUCCUMUPYET B MaTepuane. XapakrepusyeT NnpeBpaLleHne SHepriu
(H-p, B TENs0) U ABNAETCA Mepoil He BO3BpaLLEHHOW, MOTEPAHHOWN 3HEPrn

KonebaHus .

KoadhdpuumeHT (TaHreHc yrna) nortepb: (tand)

ABMAETCA OTHOLUEHUEM MeXay MoagynemM NoTepb U MogynemM yrnpyrocTu.
XapakTepusyeT MexaHudeckoe aemMnguposaHne Unm BHyTpPEHHEE TPEHNE
BA3KOYMNpPYrom cuctemMbl. Beicokoe 3HaveHune tansd xapakrepusyeT martepuan
C BbICOKOW HeanacTU4HOW gonen gedopmauynu; HU3Koe 3HavyeHune tand
XapakTepusyeT bonee anacTu4yHbIl MaTepuarn.
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Teopus

Moaynb ynpyroctu E' xapaktepusyeT cnocobHOCTb MaTepuana HakanamBaTb
SHEPIruI0 N OMUCLIBAET XKECTKOCTb MaTepuana.

Moaynb notepu E" onmucbIBaeT YaCTb NPUNOXKEHHOM MEXAGHNMYECKON SHEPTUM,
KoTopas 6blna TpaHchopMMpoBaHa B TEMIOTY B obpasLie.

‘ B *‘ Ynpyrun obpaseL
o &= 0, cosO0 =1,sin0 =0
E* = E

\/ ,(w )]2 + [E ”( )]2 Bsiskuii 06pasel

E r(@ ) =|E ‘*0055 Si:ggoz",lcos% =0,
E'(0)=|E*-sind S
fano = L(a))

E'(w)




OHDEHEHEHHE MOLAVIA “ETZS:"

3MacTUYHBIN MaTepwWal

‘E *| =4 E: E,goso =1, sin0 = 0
£, =
EX=\[F@F +[E"@F | 25 w020,
E'(w)=‘E*‘~cos§ EEEQBE\:*I
E”(a))z‘E *‘-Sz'né'
E' A
fano = £ ((0) .
E'(o)

P!
G - Harpyska e - gedopmMauus 2




4TO Takoe MmoayJib

ynpyrocru?
Ansa okatus. F AL
C=— €=—
A L,
A = nnowaab L, = HavyanbHag AnnHa
M—E—F L,
Moayne e AL A FeoMeTpUYECKuif
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NETZ5CH

E'MFa

il tan delta
s MOAYNb
| ynpyroctu
III.S—_
"] Moaynk NoTepb

EFaliatat aTsl

EIr-T"7f% ) A . 1L " " T T a4 M-



DMA 242 C (cxema) NETZSCH

cuna (go 16 H)

CUrHan Harpy3sku

KonebatTenbHan
cucrtema

» CUIFrHan oTKNOHEeHUA

NyaHCOH
(wTemnens)

WwaroBbih MOTOp
(bcTupoBKa)

TepMmonapa npo6bl

obpaseu i

nepxarenb obpasua —— TepMmonapa nevyu

nevb

oXnaxKgeHuwe
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OMA: Buab! ecopmaumii NETZSCH

anno-!nayxnneqeuau narnb j cOBwr

[ cxkatue / j / anﬂBapHTenhQ

neHeTpauuwsa HarpymseHue
(cTaTU4eckn)

ocuMnnAauns

N _/

[ 3-X ToyeyHbl n3arnb ] Lpac'rnmeune _J




Hepxartenu - 2 NETZSCH

cneunanbHblil AepxaTens
ONs BbICOKOBA3KMX Npob

F el alal . aTn S e farFal Bl Y D ML : T st G Ca 1



Nepxatenu - 3 NETZ5CH

OBYXnne4yesoun

aepxarernb OanAa
PacTAXKEHNA
BOJTOKOH

NG+ k

oepxaTenb Ang
pacTsKeHns
NNeHoK




DMA 242 — npumep NnpuMeHeHuUsA NETZS5CH

O4yeHb MATKMWA MaTepuan:
nonuypeTaHoBas NeHa

E' IMPa
450 -
100 |
350 -
00 7 wremnens u3 ’M‘\:\
,sp | KBapLeBoro cTekna AN

c wanboun us Al,0O,

Ty
200 - (NpedoTBpalieHune \x \ _
| OoTBOMOA Tenna) 0.400
150 - : i
| - 20
e -0.200 |
- 10
0 4 -0.000 [

Temperature /°C
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Markue neHonnactbel U3 nonuypertaHa (PUR) “ETZS':H

log(E'™MPa) log(E" / MPa)
2049 2.0

1.5
1.0 5
0.5 4

0.0 4

05— -
1.0 1 -

15 -

20 - -2

[Ipoba: PUR tan &
: i Bun nedopyansm: i
1 f N CHEATHE
1.54 Onset ( -65.2 °C, 1.1] \x Huna. cuna: 4 H s S
| / \ CropocTs Harp.: ~ 0.40
1.04 I N 2 K/vun -
] | N Yactora: 1 [ —0.35
Peak (-61.8 "G, 0\5) I
0.5 s —0.30
1 ;s g
0.0+ &£y L 0.25
) C— o I ~__Onset(24.3 °C,0.21) |
- ; ____""-\,____HL = 0.20
] Fll ~0.15
1.0+ / Onset (17.0 °C,-1.1) -
| llr"r - e 010
1.5+ / - i
7 “~..___ Onset(207 °C,-18) [005
?_ ________ e = T _L
2 D—A T - T T | T T T T T T T T T T T = DUG
-100 -850 -60 -40 -20 0 20 40

Temperature / °C

Huskaa Temnepatypa cteknosaHusa Tg, -65°C (E* onset), -62°C (E” nuk) n -53°C

(nuK tand) obecneunBatoT BbICOKOE AeMNAUPOBaHMNE N KOMMOPTHbIE CULEHBSA.
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Panel of Glass Fiber Reinforced PA
o)

E'/MPa E"/MPa Sample: Ultramid B tan &
6000 350 Peak (35.3°C / 321) Deforma;ion _mtoge: y

1 3 s Peak (49.3°C / 0.12 -point bending I

1 300 ] Onset (19.3°C / 4996); o ( ) Dyn. force: 5N L.

1300 iy D 0.12
" ] e 1.7 N Heatingrate: 2 K/min L

1 250 b !

s / % \ e 5 Hz -
1 200 L] PN R ~ e 2 Hz - 0.08

3000 E / /' 3 \\‘\ . o " __‘ - 1Hz - [
g <[t b 0oy \ T Y e o v s al0.08

2000; E /’.(/.‘:’ \\::‘-::_'__'-.‘ i “""-:::_.-_-_. 3 L
1100 = _/ s B e et ot St ot o o oo e e [~ 0.04

3] __/ . .‘,“ P — |
1000 501 .
0 — 0 = T T T T T T T i T T T T T T ia 0.00

0 20 40 60 80 100 120 140

Temperature / °C

» Tg of PAG evaluated at 1 Hz at 19°C (E‘ onset), 35°C (E" peak) and
-67°C (tano peak)

* a higher frequency provides a higher Tg value

* a higher frequency provides a higher stiffness (E’ level)

DMA 242C —e/03.01



Master Curve of PA6/GF

E' /MPa MASTER CURVE
4000

3500 -
3000

2500

2000

-2 -1 0 1 2 3 4 5
T,=500°C C1=8441 C2=42977K log(Frequency /Hz)

By using the time/temperature superposition method frequencies beyond the

measurable range of the DMA can be achieved. Employing the Williams-Landel-
Ferry (WLF) equation E* can be extrapolated to nearly 1 MHz at a reference tem-
perature of 50°C.

DMA 242C —e/01001



Arrhenius Plot of PA6/GF

log(Frequency /Hz)
1.0

ARRHENIUS PLOT

0.8

0.6

0.4+ Activation Energy
797.406 kd/mo
ngin: 49.3 °C
Tmax: 51.8 °C
0.2
I Ll L) L} L} I L} L) ) Ll I Ll L) ¥ ¥ I I Ll L L) ' I o
3.080 3.085 3.090 3.095 3.100

1000/T / (1/K)

/Logarithm of frequency as a function of the reciprocal tand peak temperatures
in K provides a line.
The higher the slope of the line the higher is the activation energy.

DMA 242C —e/01001



Window Frame of PVC

log(E'/MPa) log(E" / MPa) tan &
3.04 3.0+ "

2_5_- 2_5: Onset (-36.5 °C,2.8)

i

,;' Sample: PVC ff;(

: 0.7
\\":| Deformation mode: :

2.0+ 2.0+ ,
1 1 '/ F06

1.5+ 1.51 :
| | - 0.5
4 e et 3 i WA / - 0.4
0.5- 0.5+ 20.00 Hz E ' -
¢ o 0 e 10.00 Hz =
004 004 5.00 Hz -
| ] —-- 2.00Hz SN\ F0-2
—-— 1.00 Hz
-0.5- -0.5- ) =SRE 0.1
4 4 Peak (-25.8 °C,0.0) , =Nk
-1 '0_ -1 '0 I L} T Ll Ll I T L} T L} I Ll T T L} I T T Ll Ll I L T T T I Ll \. iz 0'0

-100 -50 0 50 100 150 200
Temperature / °C

" Impact modifier provides Tg at-37°C (E' onset), -27°C (E" peak) and -26°C
(tand peak).

Tg of PVC shows Tg at 87°C (E’ onset), 90°C (E" peak) and 100°C (tano peak),
all evaluated at 1 Hz.




TepmMomMexaHU4Yeckn aHanus “ETZS':H

[NonuatuneHTepedTanar
WMameHeHWe ONUHBL, MEM
200 Harpyska 1 cH
- 2-e HarpesaHue
1003
0 E Pazmaryequns 1
4 -~ nnasneHue
_1004 CTexnoBaHue
. KpucTannuiauma
-200-
-SDD-‘: 1-e HarpesaHue
E ——
-4003
’ ' | ' ' L) 1 T
50 100 150 200 250 300
Temnepatypa /°C

BaxHoe cBONCTBO geTanu — COoXpPaHeHWe pasMepoB.



KoMNoO3nuMOHHbLIX MaTepuan:

VYCUNeHHaAa yrnepoHbIMMU BOJTOKHaAMM “ETZS:"

3NMNOKCHUOHAaA CMO-a

E'/MPa E"/MPa tan &
70000 | 7000 (174.3°C, 6652.2) (196.4°C, 0.215) _
] /"‘—m\‘ e ', [
60000 - 60007  (154.4°C, 65249.3) "\ / \\ [0.20
50000 -| 50001 : \~
] LY -0.15
40000 -| 4000 / %
30000 | 3000- 4 % -0.10
] ,xﬂpnﬁa: EP/CF \
20000 - 2[][]0'}——-—--_.-——-""'" Bug gedopuanmm: .
] ] 3-XTOYEHEIH H3rHD s 0.05
N N ... CropocTs HarpeBaHHA: [
10000 § 10007 s i e |
j o 1 Yacrora: 1 [ T — 0.00
D § z T T T ' x T T v J T v U
100 120 140  f8UPANUNSEG 200 220 240 260

YCUNeHHbIX nonuMmep nepen temnepaTypoit cteknosaHua npu 154°C
obnagaeT XeCTKOCThbH antoMUHUA.



AHusoTponusa nonudyTuneHtepedTanara,
YCUITEHHOI0 CTeKNTOBOJIOKHaAMM NETZ5CH

E'/ MPa
10000- tans
(65.7°C, 0.103) (106.6°C, 0.103) =
Onset T i T £ Loro
U 42.9°C 89108 \¢
-0.08
6000 (65.2°C, 0.068)
-0.06
4000+
Gnsets B O6pasel;  PBT/30% GF - 0.04
{3:_5_)_._]1‘_@,-4232. Bug nedbopmanuu; 3-x TOYSYHLIA W3rub
2000+ <. CKOpoCTb HarpeBaHua: 2 K/MuH
Yactota: 1[4 -0.02
oL 100
0 50 100 150 200
Temnepatypa / °C

[NapannenbHO OpMEHTUPOBAaHHbIE BOMOKHA (CNOLWHLIE MNHNK)

BbICOKMA MOAYb, HU3Koe gemndumpoBaHme
NneprneHanKynapHO OPUEHTUPOBaHHbIE BOMOKHA (MYyHKTUPHbLIE NMNHUN)

HW3KWUIA MOZYNb, BbiCOKoe gemndupoBaHme
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Bydep s cmecu nonucdeHuneHacpupa n

nonuamuna PPE/PA66

NETZ5CH

[Mpoba: MNoryl GTX
Buao nedopmaugun: 3-x TOUEYHBIR N3rMD
E'/MPa E"/MPa [uH C;ﬁaP ELKH tan &
4 400- ; : -
|.Onset (-151.2 “C, 4939) CKOpOCTb HarpesaHnA: 2 KIMUH oo (2041 °C 023) |
5am—_ 35{:14\ - 0.25
- Onset (-80.6 °C, 3839) 10.00 Hz \i -
400{]— ﬂﬂﬂ H = J 500 Hz / \ L 0.20
) 4 . & 2.00 Hz / :

{ 250 T -.__1 —-= 1.00 Hz _ \ r
3000+ ' A - 3 - 0.15
1 200- N H W [

] | Onset ( 28,1 °C, 2203 ) // it [
2000+ 150  peak (-66.7 °C, 0.08 }\ Peakifu e /, ' il Foio
1 100 . ,/ \ -
1000+ Peak{ 1429 °c nms.}\ P \ 1\ ~ 0.05
] 50 — ‘ o~k

1 e
Onset (176.1 °C, 514 e -
-150 -100 -50 0 50 100 150 200 250
Temperature / °C

Tg snactudukartopa: -81°C (E' onset) n -67°C (nuK tanad)
Tg komnoHeHTbl PAGG: 28°C (E' onset) n 66°C (nuK tand)
Tg komnoHeHTbl PPE: 176°C (E' onset) n 204°C (nuk tanad)
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'FTallalzl. aTn]

Cmecb cTupon-oytaameH-kayuyk (SBR)

NETZ5CH

BnunaHue 4actoTkbl Ha TemMneparypy nepexoga CTeknoBaHNA:
yBelinyeHne 4aCTtoThkl CMELLaEeT 3Ha4YeHUA TEeMIMepPaTyp BrNpaBo Mo OCHU.

- 7
o e L Lt MpoBa cmecb SBR tans
4000+ 6001 Bua nedbopmavmn: - 0.6
] : % (-21.9°C, 0.53) 2-x nnevesoit u3rub I
3500- ] S (-29.0°C, 508.0) CKOpOCTb HarpeeaHua: |
| 500 e i 2 Kivun 0.5
| . Yactote: 1,2510,20 My |
o : ( é:}énﬁ%tc 3009.5) R f/ -
25004 4997 i e ,,. - 0.4
20004 300- / o2 - 0.3
| —20H: / ; -
1 S 10 Hz WETIN A j
97 2004 sHz /L) } < e Fo2
10001 1 . o il i
1 100 e // \ - 0.1
500 gy et A -
_ | =
D D _.-I- y — o - SO k. ! b5 =1 LI I = | : “u K |- 0.0
-70 -60 -50 -40 -30 -20 -10 0 10 20
Temnepartypa/ °C
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[MonukapOboHaT NETZS5CH

MPa E"/MPa tand
e 300
Peak; -114°C PEH'I~+1-"3 c L 0.800
Prak: 111.?"!’;‘-*1 :
h L F 0,700
k‘m Polycarbonate ke R
P \ I g -
1, Yy g2  0.600
. I g b
S | -l.- _ 200
\ rl N - 0,500
N\ ]
\ e g 1 - 150
\ T Onset: 143°C - F 0,400
% Tk
- g < e s e 400 | 0-300
3-toueunrH waruo, 40 mum : '
Cropocte Harpeeand: 2 K/iuusa L 0,200
Avmmatyaa: £20 mEmM [ -
Yactota: 1 I o
G Maxc. oun. cama: 6.6 H - 0.100
o i Koad. mpomop.: 1.2
-150 -100 -50 0 50 100 1560

Temperature / °C
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YnnotHuTenb U3 nonutetpadgpTtopaTuneHa
(TecbnoH)

NETZ5CH

Ao TemnepaTypbl nnaeneHuA NT$ 3 nokasbliBaeT TPU YeTKMX Nepexoaa.
MoxeT Mcnonb3oBaTbCA B Ka4ecTBe BHYTPeHHero 3tanoHa AnA Temnepatypbl U1 moaynsa (E’).

EFaliatlal. aln I T "7/ i) A 1 " Y T 1"

E'/MPa E"MPa tan §
6000 500 Onset(-119.9 °C. 5519) Pealc(345°C,0.14)
: or? 0.14
- Peak (-99.3 °C, 422) 1 Peak (1238 °C, 0.13)
G T “\Peak (915 °C, 0.12) Ivr \ Fai 0.12
A ; 'y \‘\ 3 ,»' J-ToveYHsIR 3o, 40 MM
4000 . / I X 4 CKOpOCTb HarpesBaHuA: 2 010
300 - v R T K/miH
/ ! Amnnutyga: =60 MKm 0.08
3000 1l & 'y YacTtota: 1y :
/ ’ Makc. auH. cuna: 4 0 H
200 - o 4 Koadp. nponop.: 1.2 0.06
2000 |- Peak (30.7 °C, 144) o i
: # *‘I'I o - & UM
1000 1907 W e N ",
. Onset (219 °C, 1514) __ Onset(116.4 °C, 33) T
i Onset (928 °C, 39 =
D U T | 1 I L] I 1 I L] I T | 1 I L] %U.DD
-150 -100 -50 0 50 100 150 200 250
Temperature / °C
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MnacTuk, apMUMPOBaHHbIW YrnepoaHbIM

NETZ5CH

BOJIOKHOM
E'/ MPa tand E"/MPa
— " Onset: 177°C Peak: 206°C
- 2000
™ ,
/ J\"i Peak: 212°C 0.070
/ T - 1800
L] CFRP ; 0.060
i - 1600
3-TOYEYHBIN M3rKD, 40 mm |
, 10.050 | 4400
CHopocTe HarpeeaHua: 23 K/MKUH
Amnnuryaa: £30 mEm
YacToTa: 1Ty
Makc. auH. cuna: 6.0 H .. }0.0a0 [ 1200
Koadp. nponop.: 1.3 i
-~
| -
25000 - ==
-—
—r +0.030
- - E
iy S—— - 800
cenanaBE = +0.020
50 100 150 200 250

EFaliatlal. aln

Temperature / °C
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OcTato4Has necopmauuma oT AaBNeHUs NETZSIH

(npu noctoaHHOW AedopmMaluu)

OcTaTto4Has ,ﬂEdJOpMﬂU,HFI I'IpDﬁhl B npoueHTax no ucte4eHMM
onpegesieHHoOro BpemMeHu noclrie oTKrNn4YeHUA Harpy3sku.

hy — h,
- hl

x 100

DVR in Y% =

|
O ai+ @ |-

MCXOAHbIN nedopmauyua KOHEeYHbIN pasmep
aKCcuanbHbIn Mexay AByMA nocne UcnbiTaHUA
pa3mep nnacTuHaMm B NeYm (6e3 Harpy3ku)

h,

I T "7/ i) A 1 " Y T 1"



OcTtaTo4vHaa gecdopmauuma oT gaBneHuUsa npu — 25°C “ETZS:“
VMNMOTH. KOMbLUO U3 3TUNEH-NPONUNEHOBOro Kayvyka

] Temp. *C
dL fur h{} Pexnm NaMepeHnA. CxXaTune, ToOIWwWnHa I_Ipﬂﬁl::-i 5 MM F stat /N
— — E SR
. ? :2IZI
100 - ; -
| ., 6|
200 : L
30 h, | [ n
- 4
=00 hy—h, 3
| f .10
-500 | . 2 |
1 :
1 : _ .
600 | o | 1 o
10 20 30 40 50 60 70 80 90
Zeit /min

EPDM - Ethylene Propylene Diene Monomer (3TUNeH-NpONUNEHOBLIN Kay4dyK)

EIrr T "7 i A 1 " Y T 1" —r



OcTaTo4Haa gecopmayuma oT gaBneHuUsa npu - 25°C “ETZS:"
VNMOTH. KOMbLUO U3 3TUNMEH-NPONUNEHOBOro KayJyka

. Temp. FC
e OpurnHanbHasa BblcoTa NpPoObI: 5 MM E—_—
| h,
0] = —— e ——— , _— - 8
' ' 120
| hy-h, |7
100 4 0 2l L
: 112 v :
__ F6 1100
-200 ;
5
] h _ | - - 80
-300 - 7 L 0 0 [
| D\«R xlOUA:—245/6 4
400 : ; 4 [80
500 ~— , ! \ 2 40
800 Py 5
] 1 L, i - 20
1 : : . : . : . : . : . ' 'I : : : : F 0
0 20 40 80 80 100 120 140 160
Zeit/mn

A4 HTatasl aTe I T "7/ i) A 1 " Y T 1" —re



OcTaTo4Haa gecdopmayua oT gaBneHUsa npu — 25°C “ETZS:“
YNMNOTH. KOMNbLUO U3 3TUNEH-NPONUNEHOBOro KayJyka

dL /um F stat. /N
350 | e ' — [ 8
| 600 ¢
- r
a P 180 ¢
e r 6
digd 60 ¢ OcTaTo4yHasa aecopmaumsa
' OTKNIOYEeHUA Harpys3kKu L5
o f
-500 10 ¢ nocne 10c: 87,6 % -4
60c: 74,0% :_
550 180 c: 67,0% =
600c: 59,6 % 3
600 ! 2
-
650
e ee———————————————————————————————— -0
5100 5200 5300 5400 5500 5600 5700 5800

Bpema /cek

TonuwmnHa npobbl 5 MM

EIrr T "7 i A 1 " Y T 1" i



Ponk octatouHoOW gedopmauum oT AaBreHUs
Ha npumepe katactpodel Challenger, 1986 “ETZS:H

Solid Rocket Booster (SRB)

Alssen /

[Ba KonbuUeBbIX YNNOTHEHUSA KPYrnoro ced4eHusa TONLMHOWN 7,4 MM

I T "7 | U] A LIRS . Rlen e RN sy ™



Xoa coObiTUN “ETZS':"

CTapT: 28.01.1986, HapyxHas TemnepaTypa: -2°C

58-aq cekyHpga: 2-3 M cToNb nNnameHn N3 eMKoCcTU
TBEPAOTONIMBHON paKeThbl

J

65-aa cekyHa: nnamsa goCTUraeT BHelLlHero pesepByapa
C 2 MUNMMOHaMM NNTPOB Xugkoro H, n O,

I T "7 | U] A LIRS . Rlen e RN sy



[MpuyuHa KaTacTpodbl “ETZS':"

BenuvuunHa Lenu uaMeHseTcH ¢ JlaBneHuem
rasa BHyTPM TBEpPOOTONIIMBHOW paKeTbl.

C yBenu4yeHMeM JaBreHUA pacTeT pa3sMmep \
LiENN.

.

Interior

Exteriod
Exterrior

Irriezr ¢

Pazmep wenun Ha nepBoM YNNOTHUTENBHOM
Konbue coctaensaet 0,7 MM, Ha BTOpoMm
konbue - 0,4 mm.

Bo Bpemsa cTapTa YNNOTHUTENbHOE KOMNbLO
OOMKHO TaK ABUraTbCcs, YToObl
BO3HMKamLWas Wenb B Nl06oM MOMEHT
BpeMeHM Obina 3aKkpbiTa U TEM CaMbIM
obecneuynBana repmeTu3saluio.

Pressurized Joint Unpressunzad Jonl
[Exaggeratad)

'FTallalzl. aTn] S e farFal Bl Y D ML : T st G -y



[MpuyuHa KaTacTpodbl

NETZ5CH

TeMnepaTypa KpuTudeckoro mecta -2°C c oTKNnoHeHuem * 2°C

BrnnaHne H1U3Kux TemMnepartyp Ha YHHGTHMTEJ'IEHI:II}:I MaTepnal CKa3blBaeTCH B
orpaHn4yYeHn ero YnioTHUTESTbHbIX CBOWCTB.
Oxna)xaeHHble YNNOTHUTENBbHbIE KOJlbLUA CTAHOBATCA XECTKMMI U OBWMKYTCAH

He Tak ObICTPO, KaK OT HUX OXXngaeTcs.

BosBpalleHue K ICXOQHOM
dopme npu 0°C

1y
L

23°C
0°Cc

[ L

[l

i

O A EIF-T i

BozBpalleHue K UICXO4QHOU
dopme npu 10°C

LN |

23°C
10°C

|




DMA 242: MynbTU4acTOTHOE U3MepeHuUue NETZSCH

CMelleHWe TOYKU CTeKNoBaHWA K BBICWKAM TeMnepaTypaMm ¢ YyBenU4eHWeM YacToThl

: o tand
E' /e tan d (1.0 Tu) nuk: 44 °C E" IMPa
tand (2.0 Tu) nuk : 43 °C
tan d (5.0 Tu) nuk : 41 °C 4
[ tan d (10.0 Mu) nuk : -40 °C - 0.700
. e
2“‘*4\; e tan d (20.0 ') nuk : 38 °C 5 _
i R rrme tan d (50.0 M'u) nuk : -35 °C - 0.600
1(3: — ;(2 i
6 6 0.500
4
- 4
0.400
2 _ -2
AL 0.300
1 .. R = T o
g; NS, S T e, | 8 - 0.200
N T S e TS - 6 i
=TT = S :
i — = 4 L 0.100
2_
-100 -50 0 50 100

Temnepatypa [°C

Modyne ynpyzocmu E’°, modyne nomepe E™ u chakmop nomepeb tan 5 npobel 5 npu
yacmomax 1, 2, 5, 10, 20 u 50 I'y.

EFaliatlal. aln I T "7/ i) A 1 " Y T 1" Falfm?



DMA 242: nsmepeHue anacromMmepa “ETZS':H

MacTep-KpuBas

; 60°CG -39°G- -18°C
E'MFa c9.5 3¢ 17°C
58°G 37°CG -16°C . .
57°G 36°CG -15°C st

| ;
2 56°G -35°C -14°C
55°G -34°C -13°C
+ 54°@ 33°CG -12°C
@ + B3¢ 3G 11°C
g = 52°G 31°G- -10°C 4
.+ 51°QC 30°FF 49°C &
6 + 50°G -29°G- -B8°C #
| + 49°C 28°G T°C &
4 + 48°C 27°C 6°C e
+ 47°G 26°CGF 5°C e
+ 46°G 25°G 4°C _T-tp*‘
g + 45°G 24°G- -3°C #e#
44°G -23°C  2°C &
+  43°G 22°CG -1°C "
42°G -21°C
12 20 °C :

To=-30.0°C C1=87.5 C2=665.8 K

103 102 101 109 101 102 103 104 105 106 107 108
YacTtoTta Ty

Macmep-kpusana dna mMmodyna ynpyzocmu E” nepexoda cmekKnoeaHuUusA npu onopHol
memnepamype -30°C

EFaliatlal. aln I T "7/ i) A 1 " Y T 1" -



DMA 242: nsmepeHue anacromMmepa “ETZSl:H

JHEepPIrmAd aKtTueauumu

Log 4acrT.
Norapudm HacToTbl B 3aBUCUMOCTHU OT 0BpaTHOro 3Ha4eHus

iF TeMnepaTypkl NMKa hakTopa notepk tan 3 (B KensBUHaXx).
A M3 HaknoHa NnpAMON BblYUCNAETCA 3HEePrua akTUBaLmm .
2

101 <L
8
6
4
2 SHeprua akTmBaumu = 191.529 kdx/mon

10 1

4.220 4240  4.260 4280 4300  4.320 4.340 4.360
1000/T /(1/K)

Ipachuk AppeHuyca 0Ona nepexoda cmeknosaHus npobel 5.

EIrr T "7 i A 1 " Y T 1"



DMA 242: uamepeHue — stress sweep

aechopm. /MKM

YepHan: npoﬁaﬁ
00 | kpacvas: npoba 6

-50.0 °C, 1.000 Iy
-50.0 °C, 1.000 Iy,

130

100

0

Aecdopm. /MKM

0 yepHasn : NpoBa 5 | ._f,f"
kpacHas: npoba 6 o~
P -
150 -
a-‘-f--f
100 ) —
- -25.0°C, 1.000 Ny
50 -
- -25.0°C, 1.000 Ny
’ ’ j T T T
0.2 0.4 0.6 08 1

OWH. cuna /H

EFaliatlal. aln I T "7/ i) A 1 " Y T 1"

NETZ5CH

Huazpamma deghopmayus-
cuna npobb! 5 u 6 npu
memnepamype -50°C

Huazpamma degphopmayus-
cuna npobbl 5 u 6 npu
memnepamype -25°C



N 20 N 7R 7

N

Y10 3HAUMUT nonsyyecTtb? NETZS5CH

cTaTU4eckKkoe usmepeHue

Ha NpoOy AeACTBYeT NOCTOAHHAA cTaTU4Yeckas cuna
namepserca gecdopmaumsa npoOul (B MKM unu %)
M30TEPMUYECKUIN CEerMeHT C AJNIUTENbLHOCTLI, onpeaenaeMon
nonbsoBaTtenem

BO3MOXHbI NoLlaroBblie U30TEPMUYECKUE CErMeHThbl

AepXaTteru. PpacTAXEeHue

cCXKaTue
neHeTpauud

EIrr T "7 i A I & T R S i



[Mon3y4yecTb — NpU OAHOM 3HAY€HUU CUNBI

NETZ5CH

dL fum F stat. /N
0.0
nons3y4yecTtb a4
10.0 cXatue
UGPEBELI, Pe3UHbI
3.2
-20.0
cuna=3H
-30.0 3
-40.0 r2.8
—_—
II].'EIr F“ID.DI ED.DI E'D_IJI 4[].'1]' E-EI.DI EIII.EII

Bpema /MUH

A4 HTatasl aTe

I T "7/ i) A 1

in



r|0fl3yLIECTb — HeCKOJ1bLKO CUn

NETZ5CH

L Creep Mode
Ly r\ Compression
P——
I,
2004 | S 1N
i\ - - s — 2N
Y
400 - | s
-60.0 - N o — 3N
B o 4 N
800 | B — — -
H 5N
000\,
B 6N
\&H“‘Hﬂ___
1200 | T
— 8N
0.0 10.0 200 300 400 500 60.0
Time /min

Obpa3zel pesnHbl

I T "7/ i) A 1 " Y T 1"

A4 HTatasl aTe



OueHKa Non3y4ecTy Npu ANMTEeNbHOM NETZSLCH
U3MepeHUU Ha NosiocKe CBUHLA (pacTsaXXeHue)

dL /um & F stat. /N
5000.0 - --7.6
5000.0 -

L 78
4000.0
8
3000.0 - /
2000.0 - L 82
30 yacoB!!
1000.0 -
| il --0.4
D-D L IJ,—/-/-l,/ T T T T T T T T T T T T T T T T T ]
0.0 200.0 4000 600.0 800.0 1000.0 1200.0 1400.0 1600.0 18000
Time /min

'FTallalzl. aTn] S e farFal Bl Y D ML : T st G



AHanu3s nonsyvyecTtu — obpasel, pe3uHbI

NETZ5CH

dL /fum
2000.0 <
1800.0 - .
— 10.0 min
1600.0 - —————— 20.0 min
30.0 min
AR ————— 50.0 min
120004 1000 m!n
150.0 min
1000.0 —_ —200.0 min
B00.0
600.0 -
o 1'-":_;{;’;-::;2#
400.0 e
200.0{ o=
1 2 3 4 5 7 8
F stat. - Static force /N
[Ton3y4ecTb



4YTO 3HAUYUT penakcauua? NETZSCH

N 200 Z0N 2N 7

9

cTaTU4YecKoe UsMepeHue

npo6a nogBepraeTca noctoAHHOU gecdopmalum

U3MepsAeTcHa cTaTU4eckasa cuna, JeNCTBYHOLWAA Ha Npoby
M30TePMMUYECKMUIN CErMEHT C ANUTENBLHOCTLI, ONpeaenaeMon
nonb3oBarTesniem

BO3MOXHbI MOLIAaroBble U30TEPMUYECKNE CETMEHTbI

AepXaTesin. pacTAaAXeHue

cCXaTue
neHeTpauuAi

EIrr T "7 i A I & T R S



Penakcauua B peXxXume cxaTtusa

NETZ5CH

F stat. /N dL/Lo %
Relaxation Mode 500
5'5'\ Compression
6]\ T=150 °C |
\ Deformation: 123 ym =6 % 5,50
5.9 I
5 | -
Lol - s = o — - e —_ = — w o u— b e — e — —_—— —_——— '-E‘-_DD
45 - I
4 \R‘».HE [
T L 5,50
35 ~— _
31 T
. . . . . . . I —
50.0 100.0 150.0 2000 2500 3000 3300 4000 450.0
Time /rmin

EIrr T "7 i



AHanus penakcauum — obpasell pe3uHbl

NETZ5CH

F stat. /N
6 : B
i Relaxation Mode i
Compression -
d e
®1  Rubber sam ple St
I e
4] >
] j{:’f;{ﬁ
i ___ﬂ_,_.:""""
37 A
: =7
] = T=70 °C
; T Black: t=20 min
: = Red: t=50 min
1 7] _..H'-:'”F
10.0 20.0 30.0 40.0 50.0 60.0 70.0 80.0
dL /fum
Penakcauuns

EIrr T "7 i A 1 " Y T 1" T
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