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lNazodaznasi monumMepusalds Ha MOBEPXHOCTH M-KCHJIMJIEHOB — BaKyyMHBIN
MPOILIECC, MO3BOJISIONIUIN MMOIYy4YaTh MOJUMEPHbBIE MOKPBITUSI CO CTPOrO KOHTPOJHUPY-
€MOM TOJIIIUHOW, BBICOKOW CIUIOITHOCTBIO U PABHOMEPHOCTBHIO HAHECEHUS Ha MOM-
JIOKKaX Pa3IuyHON MPUPOJIBI U peibedOM MOBEPXHOCTU B OTCYTCTBUU PACTBOPHUTE-
neit u karanuzatopoB. [lomu-n-xeummnenossie (I1I1K) moxpeiTHs NMpUMEHSIOTCS: B
KQUEeCTBE KAIlCyJIUPYIOIMNX 3aIUTHBIX MOKPBITUH [1,2], MOKPBITHII MEAUIHUHCKHUX
UMIUIAHTOB [3,4], B MUKPO-3JIEKTpO-MeXaHnueckux cucremax [5]. [Ipu 3ToM MOKHO
Pa3IUYUTh «BBICOKOTEMIIEpATYpHBI» npouecc popmupoBanus [TTIK nokpsiTus, Ko-
r71a TeMIIepaTypa OCaXKAeHUsl OJM3Ka K KOMHATHOM, U «HU3KOTEMIEPaTypHBIiD» Mpo-
1[ECC, B KOTOPOM OCQXKJICHHE MPOUCXOJUT MPU KPUOTEHHBIX Temmeparypax. «Bbico-
KOTEMIIEPATYPHBIN» METOJ MIMPOKO HCIOJIB3YETCA Uil CUHTE3a TOHKOIUIEHOYHBIX
MOJIMMEPHBIX 3aIUTHBIX TOKPBHITUNA M MCCIEOBAH TOCTATOYHO MOApoOHO. [l omm-
canus nporecca pocta [IIIK mokpeiTuii B 3TOM pexkume pa3paboTaH psji MOJEeH,
KOTOPBIE CBA3BIBAIOT YCIOBUSI OCAXKIEHUS (JaBiIeHUE TapOB MOHOMEpPA, TEMIIEPATYPY
OCAXKJEHUSA), CKOPOCTh POCTa IJIEHKH, IBOJIIOLUIO CTPYKTYPhl NOBEPXHOCTH [6-11].
[TogoGpansl mapamerpsl popMupoBanus, mo3poJstomre noxyyuts [ITK nmokpeitus c
Pa3BUTON HAHOCTPYKTYPUPOBAHHON MOBEPXHOCTHIO U TEM CAMBIM MOBBICUTH THIPO-
dbo6HOCTH IOKpRITHH [12, 13].

[Ipn «HU3KOTEMIIEPATYPHOMY» OCAXIAECHUHA MOHOMED OCaXKIAETCS HA MOIJIOK-
Ky, oxJaxaeHHyo 10 —196°C. OcaxaeHHbII MOHOMEpP OCTaeTCs METacTaOMIbHBIM
OpU ATUX TEMIIEpaTypax U MOJIMMEPHU3YETCS JUOO MPHU HATPEBE «3aMOPOKEHHOTOH»

KOHJIeHcaTa, 100 myteMm ¢doTtonoaumepusanuu. [lpu sTom ctagum amcopOuuu mMo-

! PaGota BbImoNHEHA TIpH yacTHUHON (UHAHCOBOI TomIepKKe PODU, mpoextst Nel5-03-08502 u Nel5-03-
04149, a taxke rpanTta [Ipesuaenra PO MK-5990.2016.3.
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HOMEpA U NOJIMMEPHU3ALMHN OKa3bIBAIOTCA Pa3lelIeHHbBIMU BO BpemeHu. [Iponecc Hus-
KOTEMIIEpaTypHOI MOJIMMEPHU3ALMU N-KCUIIMIIEHA U3YYEH HECKOJIbKO MEHee MoApoo-
HO IO CPABHEHUIO C «BBICOKOTEMIIEPATypHbIM» IporieccoM [14-19]. Jlanublii ciocod
ABJIIETCS MEPCHEKTUBHBIM CIIOCOOOM (HhOpMUPOBAHUSI THOPUAHBIX HAHOKOMIIO3UTOB
IIyTEM COBMECTHOI'O OCAXKJCHMS Ha MOJIOKKY IapOB MOHOMEpA M METAJIa WU T0-
JTYTPOBOAHUKA. JIaHHBIM METO/ MO3BOJISIET CO3/aBaTh TOHKOIICHOYHBIE THOPHIHbIC
HAHOKOMIIO3UTHI C Pa3MEPOM HAaHOYACTHULl OT 2 HM U Y3KUM PacCIpeNesIeHUEM UX I10
pa3MepaM, C COJAEPKAaHMEM MeTajlla JI0 HECKOJIbKUX JECATKOB OOBEMHBIX MPOLEH-
TOB.

Panee ObL10 0OHApYKEHO, UTO Il HAHOKOMIIO3UTOB Ha ocHoBe [IIIK monu-
MEpHasi MaTpuIla He TOJBKO CTAOMIU3UPYET HAHOYACTHUIIBI, HO €€ CTPYKTypa BO MHO-
TOM OIpEAEIISIET NPOCTPAHCTBEHHOE PACIPEACICHUE HAHOYACTHUII, a 3HAYUT U DJICK-
TPUYECKHUE, U ONITUYECKHE CBOMCTBA (hOopMHUpyEMBIX HaHOKOMITO3UTOB [20]. C npyroii
CTOPOHBI IPUCYTCTBUE HAHOYACTHUL METAJIA TAK)KE OKA3BIBAET BIMSHUE HA KUHETUKY
NOJIMMEPU3ALMHN U KPUCTAJUIM3ALUK TOJIMMEPHON MATPULBI, TEM CAMBIM ONPEAEIISS
ee CTpyKrypy. IlockonbKy CTpyKTypa M CBOMCTBAa TMOPHMAHOTO HAHOKOMIIO3HMTA BO
MHOTOM ONPEIENSIOTCS CTPYKTYPOH MOJMMEPHON MaTpullbl, HHGOpMaLUsi O Mexa-
Husme ¢opmupoanus [TI1K Matpuisl siBnsieTcs KpaitHe BaKHOM NIl pelieHus 3a1a-
yi (HOPMUPOBAHHSI HAHOKOMITO3UTOB C PErYJIHPYyEMbIMU 3JEKTPUUECKUMU U ONTHYE-
CKUMH CBOWCTBaMH.

B nameit npeapiaymieit padore [21] ObutH ONMyOIMKOBaHBI PE3yJIbTAaThl UCCIIE-
JIOBaHMUS KUHETHKH TOJUMEpPU3AIMU 71-KCWIMIEeHAa MeToJoM auddepeHanabHoMl
ckanupytouieit kanopumerpuun (LICK) ¢ ucnonbpzoBaHueM KOMMEPYECKOTO KaJOpH-
metpa Perkin Elmer DSC7. UtoOb1 u36exaTh NOJIUMEPU3ALNY 1-KCHIIWIICHA TIPU TIe-
pEHOCE MOMJIOKKU C KOHACHCATOM B SYEHKY KaJOpUMETpa IOCIE OCAXKIEHUs, MOJ-
NEPKUBaAst TEMIIEPATYPY MOMJIOKKH PABHOW TEMIIEPATYPE KUIIEHUS KUIKOTO a30Ta, B
pEaKTOp HAyCKaly OXJIaXXJICHHBIN MHEPTHBIN ra3 (a30T BHICOKOI CTEIEHU OUYUCTKH).
3areM XOJIOJHYIO MOAJIOKKY C KOHJIEHCATOM MOHOMEpa OBICTPO MEPEHOCUIIN U3 Ka-
MEpPBI OCAKJCHHS B SYEHKY KaJOpPUMETpPA, oxynaxaeHHyw 10 —150 °C, ¢ nmocnenyro-

el MOJMMEPHU3ALMEN TP PA30TPeBE C OJHOBPEMEHHOW PETUCTPALMEH TETIOBBIX
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3¢ (}eKTOoB, COMPOBOKAAIONINX MPOLIECC TOTUMEPU3AMU. bbUH onpeaeneHsl TemMie-
paTypHBII Arana3oH MOJMMEpPHU3AlMKU B 3aBUCUMOCTH OT ckopocTu Harpesa (—115 °C
- —80 °C npu ckopoctu HarpeBa 1 °C/mun u —85 °C - —30 °C npu cKOpOCTH HarpeBa
200 °C/mun) u temnoBoit rddext monmumepuzaruu (Q = 86+3 kJx/mons). Ucnonb-
3yl N30KOHBEPCHOHHBIE METOJIbI 0e3MOoIeNbHON KuHEeTUku (Meton dpuamMana u uH-
KpEMEHTAJIbHBIM WHTETPaIbHBIN MeTON Bs3oBkuHA), caenaHa omneHka d(PQGeKTUBHOMI
JHEPIuM aKTUBALMM MpPOLEcca MOJUMEPU3ALUNA B 3aBUCUMOCTH OT CTEIIEHU KOHBEP-
CUUM MOHOMEpa, MPOJIEMOHCTPUPOBAHA 3aBUCUMOCTh MOP(OJOTHH MOBEPXHOCTH
[ITK mokpeITHil OT CKOPOCTH HarpeBa MoHoMepa. OJIHaKO JaHHBIA METOJI HE O3BO-
JSI€T UCKIIFOYUTh MHULMUPOBAHUE HOBBIX PANMKAJIOB NPHU IMEPEHOCE U, KaK Clel-
CTBHE, BIMSHUE MEPEHOCA HA KMHETUKY NoauMepu3auuu. [[nsa nanpHenmero usyye-
HUSl TIOJUMEPU3allud T-KCUJIWJICHA U €ro MPOU3BOJHBIX HAMH pa3paboTaH in Situ

g depeHnnanbHblil CKAHUPYIOMIUN KaTOpUMETP.

JKCIepPUMEHTAJIbHASA YaCTh

N3mepurenvHasd sueiika in situ KajlopuMeTpa BCTPOEHA HEMOCPEICTBEHHO B
BaKyyMHYIO KaMepy noJiuMepusanuu (puc. 1), 4ro mo3BosiseT n30aBUThCs OT 000Y-
HBIX 3(PPEKTOB, CBI3aHHBIX C HEKOHTPOJIUPYEMBIM Pa30TrPeBOM KOHJEHCATa MOHOME-
pa IpH [EPEHOCE €ro U3 KaMepbl ocaxkieHus B sueriky kommepueckoro JICK. Kpome
TOTO, JJaHHAsl YCTAHOBKA IMO3BOJIIET OCYIIECTBISATh HArPEB KOHAEHCATa C 3aJaHHOMU
CKOPOCTBIO, YTO JAa€T BO3MOXKHOCTh M3YUYWUTh BJIMSIHUE CKOPOCTH HarpeBa (U, Kak
CJEeACTBUE, TEMIIEPATypPHOrO JUara3oHa MOoJUMepU3alui) Ha CTPYKTYPYy TOHKOILIE-
HOYHBIX [IITK mokpeITHH.

OKCHepuMEeHT MPOBOAWIN MO cleAyroled Metoauke. Hekotopoe Koam4yecTBo
(50 mr) mumepa ([2.2]n-nuknodana) ObUIO TOMEMIEHO B OTKPBITOM ammyJe (1) B 30HY
cybnumaruu. Best skcniepuMeHTallbHasi yCTaHOBKA ObLla OTBAKyyMHUpPOBaHa J0 OCTa-
tounoro masiaenust 5 107 [a. JICK sueiixa (2) oxmaxkmgaeTcsl XKUAKUM a30TOM JI0
temneparypsl Hke —190 °C. Bo BpeMsi ocaxkaeHUs: MOHOMEpPA TEMIIEPATypPy 30HbI
cyomuManuu (3) moanep:kuBaiu paBHOU 1oy = 120 °C. Ilapsl quMepa momnagaroT B

30HY nuponusa (4), noanep:kuBaeMyo npu remuneparype T, = 650 °C, u pasnara-
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OTCA C O6pa3OBaHI/IeM peaKHI/IOHHOCHOCO6HOFO MOHOMCpa — n-KCHUJIMJICHA. ITocne

ATOrO Mapbl MOHOMEpA aJCOPOUPYIOTCS HA MoANI0kKe BHYTpH stueiiku JICK.

1-— OTKpEITa:dA aMIIyjia ¢ MOHOMCPOM

2 — u3MepHTeNNbHAs SUeHKa

<3
65 3 —30Ha CyOIMMaLHA

4 — 30Ha nUpoJIH3a

5 — OJI0K XOJIOTHBIX TEPMOMAPHBIX
criacB

LM

6 — OTBOJI K BAKyyMHOMY Hacocy

7 — nuid ¢ MoaUO/1IEHOBBIMHU

OOoTOK

SJICKTPHYCCKHUMH BBOJJaMHU
MOHOMepa

4 3 1
—=|
Toaup = 650 °C Teys = 120 °C

Puc. 1. Cxema BakyymHoro in situ JJCK.

-

3aTeM IPOU3BOAMTCS KOHTPOJIUPYEMBIN pa3orpeB KOHJEHCATa 10 KOMHATHOMN
TEMIEPATypPbl C PETUCTPALUEH TETIOBBIX AP(PEKTOB, COMPOBOKIAIOIINX pa3orpes. B
Ka4yecTBe IMOJJIOKEK ObUIM MCIOJIb30BaHbl CTaHIAPTHHIC AJIOMUHUEBbIE YAIlIKU JIs
kanopumetpa Perkin Elmer DSC7. Bpems ocaxxnenus coctasisuio 30-60 mun. Macca
KoHJeHcara cocrasisana ~100 Mxr. Ee onpenensany B3BEIIMBAHUEM NOMJIOKKH C UC-
M0JIb30BAHHEM 3JIEKTPOHHBIX MHUKpoBecoB Mettler M3, umeromux Tounocts 107,
1o ocaxxaenus u nocie JJCK nzmepenus

Koncrpykius staeiiku Bakyymaoro in situ JICK npusenena na puc. 2. Ona 0Oa-

SUPYCTCA HA IIPUHIUIIC KAJIOPUMCETPA TCIIJIOBOT'O ITIOTOKA.
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1 — amroMHHHEBBIIT OTOK

2 — «XOIOOHBII mamer,
OXJIAJKIAEMBIIT KUAKIM a30TOM

3 — HHXPOMOBEIIT HATpeBaTeNk B
KepaMH4eCKOIl COJIOMKe

4 — amroMHHIEBas 000IOYKOI
(pyOamxa)

5 — TepMOMETP CONPOTHBIIEHHA
Pt100 (HEL705, Honeywell)

6 — KpBIIIIKA C OTBEPCTHEM U
IeperopoaKoit

/ { 7 — TepMoOTIapHBIe CTIan
8 floTok MOHOMepa 6

8 — momIoXkKH 0OpasLa 1
CpaBHEHHA

Puc. 2. KoHcTpykuus naMepuTenbHO# ssueiiku BakyymHoro in situ JJICK

AmroMuHHEBBIN 010K (1) pucOoeaMHEH K XOJIOJHOMY Malbiy (2), oXJIaxae-
MOMY KHAKUM a30ToM. HarpeBarensb (3), U3rOTOBIEHHBIA U3 HUXPOMOBOM MPOBOJIO-
KM B OIUIETKE M3 KEPAMUYECKOW COJIOMKH, HAMOTaH BOKpyr Oyioka. J{yia nmpenoTBpa-
LIEHUS TEIUIOBBIX NOTEPh 3a cueT MK usiyueHns HarpeBaTesnb 3aKphIT aJFOMUHUEBOU
ob6omnoukoit (4). TemnepaTypa 6ji0ka U3MepsieTcs IPU MOMOIIUM TEPMOMETPa COIPO-
tuBnenus (5) Pt100 (HEL705, Honeywell), pa3smemennoro BepTukambHo. Jlis
YOPOIIECHUSI CUCTEMbl OXJIAKJICHHUS SUeiKa pacroiokKeHa «BBEpX Horammy. Sueiika
3aKphITa KPBIMIKOM (6) C OTBEPCTHEM, PACTIONO0KEHHBIM HAIIPOTUB MOJIOKKH 00pa3-
1a, U BHYTPEHHEH MEpPEropoJKONl Mg MPEeIOTBPALICHHUS OCAXIEHUS MOHOMEpA Ha
noI0kKy cpaBHenus. [loanoxku oOpasia u cpaBHeHus (7) NpUCOETUHEHBI K ABOM-
Hoil [1-00pa3HoOl aFOMENeBOM TOJIOCKE, KOTOpask O0SCIEYNBAET TEPMUUYECKOE CO-
IPOTHUBJICHHUE MEXIy 00paslioM M OJIOKOM, HeoOXoaumoe st udMepenus: audde-
PEHIMAIBHBIX TEIUIOBBIX A(PPeKkToB. XpoMmeseBbie MPOBOJa MPUBAPEHBI HEMOCPE-
CTBEHHO K aJIOMEJNIeBOM MOJIOCKE, (hOopMUpys /Ba TepMOMapHbIX cmas (8) asi u3me-
pEHUsSl Pa3HOCTH TEMIIEpaTyp MEXIy sueikamu oOpas3lia u cpaBHeHUs. M3MepeHHbIe
CUTHAJIbl YCWJIMBAIOTCS M JETEKTUPYIOTCA MPU MOMOUIM LUGPOBOTO CUHXPOHHOTO
nerekropa (lock-in amplifier). TemnepaTypHblil AuanazoH paboOThl KalOpUMETpa —

ot —190 no 250 °C.
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TemneparypHyro KalmuOpOBKY SYEHKH 0Opasiia Mpy HarpeBaHWH C Pa3THYHBI-
MU ckopocTsaMmH HarpeBa [ B nuamazone oT 1 °C/mun 1o 10 °C/MuH oCymiecTBIsIH,
UCIIOJIBb3YS B KAUE€CTBE KAJTMOPOBOUHBIX CTAaHAAPTOB Hauajo (onset) MuKa IJIaBJICHUS
UHAUS U pTyTH. B paGodem amamazoHe CKOpPOCTEH HarpeBa KaJlOpUMETpa pa3sHOCTb
MEXIy TEeMIEpaTypoil siueiiku oOpaslia u TeMrepaTrypoi 0J0Ka JMHEWHO 3aBUCUT OT
CKOpOCTH HarpeBa oOpasmna ¢ Kod()PHUIMEHTOM MpomopIuoHATbHOCTH AT /AP =
0.940.1 K/(K MuH '), XapakTepH3yIOIMM TEMIIEPaTypHOE COMPOTUBICHHE MEXKIY
OJIOKOM W siYeiiKaMH KaJIOpUMETpPa, KOTOPHIN B Mpeesiax ONIMOKH M3MEpPEHUs HE 3a-
BHCUT OT TeMIeparyphl. TemmeparypHas MmompaBka Ha HYJIEBYIO CKOPOCTh HarpeBa
3a/1aeTcs JTMHEHHOMN 3aBUCUMOCTBIO:

AT.on(B=0)=—10.013 T—0.24,

rae T — Temreparypa B rpagycax Llenscus. Takum o6paszom, s JICK kpuBbIx
MOJIMMEPHU3AINK /1-KCHIIWJIEHA, W3MEPEHHBIX TMPU Pa3IUYHBIX CKOPOCTSX Harpema,
BBOJIVJTH TEMIIEPATYPHYIO MTOMPABKY:

ATon(P) = ATeor(B=0) - B AT./AB=—0.0137-0.21-09

KanmnOGpoBKy TEIIOBOTO MOTOKA MPOBOAMIIN, UCIIONB3YST U3MEPECHHBIC IIIOIIA-
JIM TIMKOB 9THX K€ CTaHAapToB. BenuuunHa TemioBoro sddexra mpu IUIaBIeHUH Ka-
JMOPOBOYHBIX 00PA3IOB HE 3aBUCUT OT CKOpOCTH Harpesa. [loatomy miist kanuOpos-
KU TETUI0BOTO 3(pdexTa Opanu cpeaHee 3HaUCHUE TUIOIIA 1M TTUKA TUIaBICHUSI.

JI71st OIIeHKU TIOCTOSIHHOM BPEMEHH KaJIOPUMETPa MCIOIb30BAIA MTUKU TUIaBIIE-
HUS W KPUCTAJUTM3AIUN WHWSA, a TAKXKE MUK CaMOIPOU3BOJIBHOU TOJUMEPHU3AINH
N-KCWJIWJICHA B JIOCTATOYHO TOJICTBIX CJIOSIX, KOTOpask COMPOBOXKIACTCS OBICTPHIM H
WHTEHCUBHBIM BbIiesieHueM Teria («spike polymerization») [16-18]. B pesynbrate
ObUTa cenaHa OLEHKAa MOCTOSHHOW BPEMEHH KallOpUMETpa T,, KOTOpas SBIAETCS
CJIEICTBHEM KOHEYHBIX 3HAUYCHUN TETUIOMPOBOAHOCTU U TEIUIOEMKOCTU MEXTy OJo-
KOM W sMeMKaM{ KaJOpUMETpa, B IIMPOKOM Juara3oHe temmeparyp. [loctosHHas
BpeMeHH JocTaTo4uHO Benuka (0T 15 ¢ mpu —190 °C o 35 cex npu 156 °C) u B aua-
nazoHe padOThl KAJIOPUMETpa JIMHEHHO 3aBUCUT OT Temmeparypbl. OleHKa MOCTOSH-
HOW BpeMEHHM T; (CJICACTBUEC KOHEUYHBIX 3HAYCHHUH TEIUIOEMKOCTH M TETUIONPOBOHO-

CTH MEXIy 00pa3iioM M TEPMOIIApOoil, KOTOpas U3MepsieT TeMIeparypy oopasiia) Obl-
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Ja cAenaHa W3 NUKa KPUCTAIIM3AlUU WHIWS U CIIAWKOB ITOJMMEpPU3ALUNA OTHOCH-
TEJBHO TOJICTBIX CJO€B M-KcuiuieHa u cocraBuna t; = 0.7+£0.1 cex. Ha ocHOBanuun
OLICHKH 3THUX JIBYX MOCTOSIHHBIX BPEMEHHU KaJlopuMeTpa Obula MOCTPOCHA anmnapaTHas
byHKIMA KamopuMeTpa (OTKIMK KaJOpUMETpa Ha JeibTa UMITYJIbC), KOTopas mpe-
CTaBJIsIET U3 ce0sl CyMMY JIBYX AKCIIOHEHT C OCTOsSIHHbIMU Bpemenu T, = 0.7£0.1 cek
U T, = 2141 cek, COOTBETCTBYIOUIMMHU TEMIIEPATYPHOMY IUAIA30HY MOJUMEPU3ALHNH
n-kcunwieHa. JlanHas annapatHas QyHKUMA 3aTeM Oblja MCIOJIb30BaHa [l Mpolie-
Iypbl JEKOHBOJIFOLMY MTUKOB MTOJIMMEPU3ALIUH 1-KCUIIAJIEHA.

Pe3yabTaThl B 00CyXKIeHHE

JCK TepmorpaMmsbl peakiuu MOJUMEPHU3ALNH 1-KCWIAJIEHA JEMOHCTPUPYIOT
JBA JINHEMHBIX Y4acTKa O W IIOCJE IHKa MOJIUMEpPU3ali, COOTBETCTBYIOIIUX TEIl-
JOEMKOCTH MOHOMepa U nojumepa. s nocneayronieil 00paboTKu U3 MOTyYEHHbBIX
skcniepuMeHTanbHbIX JJCK KpUBBIX BBIUMTAIN CUTMOMAANIbHYIO 0a30Byt0 quHUI0. Ha
puc. 3 npuenens! ucxoanas JICK kpuBas u curmouanbHas 6a30Bast JIMHUA.

[TonydeHHYI0 KpUBYIO HOPMHPOBAJIA HA MACCY M CMEIIAIN IO TEMIIEPATYPHOI
IIKaJie COTJIACHO pe3yjbTaTaM TeMmreparypHoi kamuOpoBku. Ha puc. 4 npuBeneHbl
HOpMHpoOBaHHbIe Ha Maccy kpuBble JICK ¢ yueToMm TemnepaTypHoi KaauOpOBKH.

3aTeM MpOBOAUIIU MPOUEAYPY NEKOHBOIIOLUUU C aNMapaTHON QyHKIUEH Kano-
pumetpa. i 1eKOHBOIIOIMH CUTHANIA HCTIONIb30BAIM METO/1 0aileCOBCKOM 1€KOHBO-
monuu (Richardson-Lucy method) [22]. [Iponieaypy JeKOHBOMIOIMN TIPOBEPSIU 00-
paTHOM cBepTKOM ¢ anmapaTHoil pyHkuuen. [Ipumep nponeaypsl 1€KOHBOIIOLUU IS

I[TMKa IMOJIMMCPU3AalUU 1-KCUJINJICHA ITPUBCJICH HA PUC. 5.
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5950 6000 6050 6100 6150 6200 6250 6300 6350 6400
Time, s
Puc. 3. Dxcnepumentanshas JJCK kpuBas monumepusanuu n-KCHIWICHA (CHHSS) U COOTBETCTBYIOIIAS
el curMougansHas 0a3oBas auHus (depHas). CkopocTs Harpesa 6 °C/MuH.
12 . ‘ ’

— (3=1.9°Cmin™"
10| — 3=6.0°C min™’ 1

Normalized HFR, Wg™!

_2 I i L i L A i
115 -110 -105 -100 -95  -90 -85  -80
T, °C
Puc. 4. Hopmuposansnsie [ICK kpuBbie mosumMepr3annm #-KCWIMIIEHA ¢ yYeTOM TeMIlepaTypHOi Kaino-
poBku. Cxopoctu Harpesa 1.9 °C/muH (cunss) u 6 °C/mMuH (3eneHas).

700 . ; : ; : ;
— original peak
600 |- — deconvoluted peak |/
reconvoluted peak

500

400

300

Heat Flow, a.u.

200

100

-100 L . . . . . .
6000 6050 6100 6150 6200 6250 6300 6350 6400
Time, s

Puc. 5. JICK kpuBbIe MOJIMMEpHU3AIHN #-KCUIHIICHA: UCXOIHBINA MUK (CHUHsIS), MUK MOCIIE ISKOHBOIIO-
WU (3eneHas ), BOCCTAaHOBIICHHBIN MUK (KpacHas)
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Takum 06pa3om, UCTIONB3ys pa3paOOTaHHBIN in Situ KaIOPUMETpP, OBLIN OIpe-
neneHsl TemrepatrypHbiil quarnas3oH (—110 °C - —80 °C) u temioBoi 3 dexT moaume-
puzanuu n-kcunwieHa Q = 86+7 k//Monb. 3HaUeHHE TeMIEPaTypHOro MHTEpBaJa
MOJIMMEPHU3ALINU MPAKTUYECKH COBIAAET C MPEAbLAYIIMMU AaHHbIMU [21], moy4en-
HBIMH C HCHOJIb30BaHUEM KomMepdeckoro kamopumerpa Perkin Elmer DSC 7
(=115 °C - =80 °C). 3nauenue TermioBoro 3gp¢heKra ¢ y4eToM KaTuOPOBKH TETIOBOTO
NMOTOKa TakXKe COBMAJAaeT B Tpeleiax MOTPemIHOCTH JKcnepumenta (Q =
86+3 k/[>x/mMonb). KpoMe Toro, Ha KpuBbIX, MoJydeHHbIX Ha kKomMepueckoMm JICK,
CJIeBa OT TTMKa HAOIIOIAeTCs TIEY0, KOTOPOE MPEIMOTIOKUTEIHHO CBSI3aHO CO CIIOCO-
O60oM nepeHoca o0pasiia B SYEHKY KaJIOpUMETpa U 00pa30BaHUEM B MPOIECCE MEPEHO-
ca LIEHTPOB pocTa B KoHAeHcare. Mcnonb3oBaHue in situ KaJOpUMETpPa MO3BOJISIET

UCKJTIOUUTH CTAJUIO TIepeHoca 00pasia 1 CBsi3aHHbIe ¢ Hel AP (HEKTHI.
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