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AHHOTauusa

Beenenne. Co3spaHve 3ddeKTUBHbIX BCMyYMBAKOLLMXCH OFHE3alMTHbIX MOKPLITUA A8 MeTannnmyeckmx
CTPOMTENbHBIX KOHCTPYKLMIA TpebyeT rnybokoro noHMMaHuWs MeXaHUM3MOB MX TEPMUYECKOro Pa3fiokeHus.
Moandurkaums Knaccmyeckmx orHe3almnTHbIX CUCTEM, B YaCTHOCTU NyTeM AobaBneHuns B peLenTypy UHTep-
KanupoBaHHOro rpaduTa, HanpaesieHa Ha NoBblLIeHWe X TepMOCTabUNbHOCTY 1 OrHe3aLlWwmTHOM abdeKkTnB-
HocTU. KntoyeBbIM MHCTPYMEHTOM AJ/191 U3YYeHUst STUX NPOLLeCCOB ABNSETCH CUHXPOHHbI TepMUYECKUIA aHa-
NIN3 MeTOAAMM TEPMOrPaBUMETPUUN 1 AnddepeHLManbHON CKaHMpYIOLLERA KasopuMeTpum.

Lens. NccnepoBaHve MexaHU3Ma M KMHETUKW TEPMUYECKOW OeCTPYKLMN TepMOpacLUMpsioLLerocs orHesa-
LMTHOTO MOKPbITUS HA OCHOBE CBSA3YOLLErO U3 3MOKCUAHON AUAHOBOW CMOJIbl U @MUHHOTO OTBEPAUTENS U
OKMCNEHHOrOo rpaduTa Kak OCHOBHOIO MHTYMECLEHTHOrO HamnosiHWTeNs B uHepTHow (aprox) n okucnntens-
How (kmcnopoa) atMocdepax metogamu TI/OCK ons oueHKM ero orHesalmTHoro NoTeHLmMaa u BoigBIeHNs
KJIOYEBbIX CTaMIA TEPMUYECKOTO Pa3fIoKeHUs.

Matepuansl n metogel. B paboTe npoBefeH TepMUYECKMil aHann3 0bpa3LoB NOKPbLITUS Ha CUHXPOHHOM Tep-
moaHanmzatope NETZSCH STA 449 F5 B atMocdepax aproHa 1 kucnopoaa npu ckopoctu Harpesa 10 K/MuH
B AvanasoHe go 1000 °C. OnpepeneHbl Ka4eCTBEHHbIE XapaKTEPUCTUKK, B TOM Yucie Tennosblie 3 dekTbl
1 BbINOSIHEH CPaBHUTENIbHbIV aHANN3 NOBEAEHWUS MOKPLITUS B YCIOBUAX MMPOSN3a U OKUCIEHNs nocne o6-
paboTKu Mosy4YeHHbIX AaHHbIX C MUCMOb30BaHWeM nporpaMMHoro obecneveHus Proteus Thermal Analysis.

Pesynbrartel. MpepcTaBneHbl pe3ynbTaTbl UCCNEA0BaHWUA TEPMUYECKUX CBOMCTB TEPMOPACLLMPSIOLLErOCs Or-
He3alUTHOro MOKPbITUS Ha OCHOBE CBA3YIOLLEr0 U3 3MOKCUAHON UAaHOBOM CMOJbl U @aMUHHOTO OTBEpAMUTE-
NS U OKMCIIeHHOro rpadumTa Kak 0CHOBHOIO MHTYMECLEHTHOrO HaMoSHUTENS, @ Tak)Ke CaMoro OKUCIIEHHOro
rpadwmTa. OnpeaeneHbl TepMMUYecKue CBOMCTBA B TeMnepaTypHoM uHTepBane ot 24 no 1000°C. YcTaHoBnEHO,
4TO TEPMUMYECKOE Pa3NIOXKEHWE TEPMOPACLLMPSIOLLENOCS OrHE3aLMTHOTO NOKPbLITUS HA OCHOBE CBA3YHOLLEero
13 3NOKCUIHON LMAHOBON CMOMbl U aMUHHOIO OTBEPLAUTENS U OKUCIIEHHOro rpadumTa Kak OCHOBHOIO WMHTY-
MEeCLLEHTHOr0 HaMoNHUTENA HOCUT MHOTOCTaAUIHbIV XapakTep.

KonuuectseHHo onpefeneHa kputuyeckas TemnepaTtypa nepexofa noKpbITUS B aKTUBHOE COCTOSIHWE, COOT-
BETCTBYIOLLEE HaYany UHTYMeCLLeHLMN.

BeiBogel. MoaTBEPXAEHO, YTO OKUCNEHHbIA rpaduT B COCTaBE UCCAEAYEMOro OrHe3allMTHOro MOKPbITUS
obecneynBaeT BbICOKUIN aHAOTEpMUYECKUI 3P deKT, uTo noaTBepKAaeT 3G GEeKTUBHOCTb OFHEe3aLMTHOro no-
KpbITUS B yCnoBusx noxapa. NosydyeHHble faHHble NO3BOASIOT KONIMYECTBEHHO OLEHUTb BKAL Pa3inyHbIX
CTafuii Pa3noXeHUs B OrHe3awwuTHyo 3¢deKTUBHOCTL cocTaBa.

KnioueBble cnoBa: noxapHas 6e30MacHOCTb, OrHE3alUTHble MOKPLITUS, BCMYYMBAKOLLMECS MOKPbITHS,
OKUCIIEHHbIA TpaduT, TepMUYECKU aHanu3, TepMorpaBuUMeTpus, AnddepeHUManbHas CckaHupyloLas
Kanopu-MeTpus, MUPONN3, OKUCIIEHWE, OTHECTOMKOCTb
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Abstract

Introduction. The development of effective intumescent fire-retardant coatings (FRC] for steel building
structures requires a deep understanding of their thermal decomposition mechanisms. Modification of
classic fire-retardant systems, in particular by adding intercalated graphite to the formulation, is aimed
at improving its thermal stability and fire-retardant effectiveness. A key tool for studying these processes
is synchronous thermal analysis using thermogravimetry (TG) and differential scanning calorimetry (DSC])
methods.

Aim. Study of the mechanism and kinetics of thermal degradation of a thermally expanding fire-retardant
coating based on an epoxy dianic resin binder and an amine hardener, with oxidized graphite as the main
intumescent filler in inert (argon) and oxidative (oxygen) atmospheres using T6/DSC methods for assessing
its fire-retardant potential and identifying the key stages of thermal decomposition.

Materials and methods. Thermal analysis of the coating samples was carried out using a NETZSCH STA
449 F5 synchronous thermal analyzer in argon and oxygen atmospheres at a heating rate of 10 K/min up
to 1000 °C. Qualitative characteristics, including thermal effects, were determined, and a comparative
analysis of the coating’s behavior under pyrolysis and oxidation conditions was performed after processing
the obtained data using Proteus Thermal Analysis software.

Results. Presented are the results of studies of the thermal properties of a thermally expanding fire-
retardant coating based on an epoxy dianic resin binder and an amine hardener, with oxidized graphite as
the main intumescent filler, as well as the oxidized graphite itself. The thermal properties were determined
in the temperature range from 24 to 1000°C. It was determined that the thermal decomposition of a
thermally expanding fire-retardant coating based on an epoxy dianic resin binder and an amine hardener
and oxidized graphite as the main intumescent filler is multistage.

The critical temperature of the coating transition to an active state, corresponding to the initiation of
intumescence, has been quantitatively determined.
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Conclusions. It has been confirmed that the oxidized graphite in the analyzed fire-retardant coating provides
a high endothermic effect, which confirms the effectiveness of the fire-retardant coating in fire conditions.
The data obtained allow to quantitatively assess the impact of various decompostion stages in the fire-
retardant effectiveness of the formulation.

Keywords: fire safety, fire-protective coatings, intumescent coatings, intercalated graphite, thermal
analysis, TG, DSC, pyrolysis, oxidation, fire resistance
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BBepeHue

B mHacrosmee Bpemsi obOecrieueHHe TpPeOyeMbIX MPEIEToB OTHECTOMKOCTH METAJUTMYECKIX
CTPOH-TEIIBHBIX KOHCTPYKIMHA SBISIETCS OMHOW W3 TPHUOPUTETHBIX 3a7ad B OOJACTH TIOXKapHOM
Oe3omacHOCTH 3MaHU W coopykeHuit [1]. Cpead IIMPOKOTO CIIEKTpa CPEICTB OTHE3ATUTHI
BCITy4YHBAOIECs Or-He3ammTHble TOKpeiTHs (BOII) 3ammmaror ocoboe Mecto Omaromapst
CIIOCOOHOCT TIpM HarpeBaHWy (pOPMHUPOBATH MHOTOKPATHO YBEIMYMBAIOIIMICA B 0OOBEME
TETUION30JTUPYIOMINA KOKCOBBIM CIOH, A()-(EeKTHBHO 3allMINAONIi METAUIOKOHCTPYKIIMH  OT
opIcTporo mporpesa [2, 3].

Kiraccuaeckrne BOII gacTo BKITIOYAOT B CBOM COCTaB YIIIEPOIHBIC MaTEpUANIBI, TAKHE Kak
rpa-(QuT, BBIOIHSIONIME POJb KapkacooOpasyromiero arera. OmHaKo B YCIOBHUSX pealbHOTO
nmo’kapa (OKUCIHTENbHAs atMocdepa) yriaepomHas (a3a MOXKET ITOABEPIraThCs WHTCHCHBHOMY
OKHCJICHWIO, YTO TPUBOJMT K TIOTEpE MAacChl 3alllUTHOTO CJIOS W JIOTOJHHUTEIEHOMY
TETUTOBBIICTIEHUIO, CHIDKAs 001Iyt0 3 (GeKTHBHOCTh MOKPHITHA [4]. OTHUM W3 MEepCIeKTHBHBIX
HampaBlieHHd MOJU(DHUKAIMN TaKUX CHCTEM SBIISIETCA NPUMEHEHHE WHTEPKATHPOBAHHOTO
rpaduta. BBeneHne B MeXKCIIOHOE MPOCTPAHCTBO TpaduTa MOJEKYI-TOCTeH (HHTEPKAISHTOB)
MO3BOJIAET W3MEHATH €ro XWMHYECKYI0 AaKTHBHOCTh, TEMIIEPATYypHYIO YCTOMYHBOCTH U
pacCHIMPSIONIYI0  CIIOCOOHOCTh, YTO TIOTEHIMAIFHO MOXKET TOBBICHTH OTHE3aIUTHBIC
XapaKTePUCTUKH BCETO KOMITO3UTa [5—8].

Jnst OObeKTMBHOW OIEHKH OTHE3AIMTHOTO TIOTEHIHAla W TOHWMAaHHS MEXaHW3Ma paOoThl
TaKUX CJIOXKHBIX MHOTOKOMITOHEHTHBIX CHCTEM HEOOXOIMMO JIeTalbHOE WCCIe/IOBAaHIE WX
TIOBEICHUST TIPH BBICOKOTEMIICPATYPHOM BO3ICHUCTBHM. CHHXPOHHBIH TEPMHYCCKUN aHAIN3
TIPE/ICTABIICT CO00I Ham-0oee MH(POPMATUBHBIM KOMIUIEKCHBIM METOJI, TIO3BOJISIONIAI B OIHOM
SKCTIEPUMEHTE PETHUCTPUPO-BATh M3MEHEHHE MacChl o0pasiia (TepmorpaBumerpus, TI) i TeruioBbie
abhdextsr (A depeHaTb-Has CKaHMPYIONZSl KaOPUMETPHS, JACK) B KoOHTpOIMpyeMoi
atmoctepe [9, 10]. CpaBHeHHE TOBeIe-HUS MaTepuaiia B WHEPTHOH (AQproH) M OKUCIHTEIHLHOM
(xwcmopo) aTMocepax TO3BOJISIET PA3ICIIHTh
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TIPOLIECCHI TUPOJIHA3a M OKHICIICHUS, KOTMIECTBEHHO OIICHUTh FIX SHEPIeTHIECKHI BKII]T M OTIPE/ICITUTh
TeMIIepaTypHbIe Uara3oHb! cTabmmpHOCTH [11].

OcobenHoctrio posenenus JICK-okcnepuMenTa HHTYMECIIEHTHBIX TIOKPBITHIA SBIISETCS Ha-
pYIIeHHE TeTuIonepeadr OT JeCTPYKTUPYIOMIET0 Marepruaia K TUDII0 U Jaliee K CEHCOpY, YTo
IIPOUCXO/TUT 3a CYET CIIOHTAHHOTO 00Pa30BaHMUS M CXJIONBIBAHUS ITYCTOT B TIOKPBITHU TIPH TEPMO-
JIecTpyKuuu mokpeIThs. [lonTBepkaeHo, uro gaHHb 3(h(EeKT cuinbHee 3aMeTeH B KOPYHIOBBIX
TUTIISIX (C MEHBIIEeH TETUTONPOBOAHOCTHIO), MEHBIIIE — B THIVIAX W3 IuiaTHHE [12]. [Toatomy Tep-
mudeckuit ananu3 meromamu TI/JICK B manHON paboTe MpoBeIeH B IIIATHHOBBIX THUIIISX.

[IpoBeneHO CpaBHHUTENBEHOE WCCIENOBAaHUE TEPMHUECKOTO PA3IIOKEHUS TEPMOPACIIUPSIO-
IIETOCS OTHE3AIUTHOTO TIOKPHITHS Ha OCHOBE CBSZYFOIIETO M3 ATIOKCHIHON THMAHOBOIM CMOJBI U
AMHIHHOTO OTBEPUTEINS M OKUCIEHHOTO TpaduTa Kak OCHOBHOTO MHTYMECIIEHTHOTO HATIOJTHUTEIS
B arMocdepax aproHa v KUCIopoya.

Lenpro paboTHI SBISIETCS yCTAHOBJIEHHE MEXaHN3MA €T0 TEPMUIECKOM IECTPYKITNHY, HACHTU(HKA-
[UST KITFOUEBBIX CTAIUN (MHTYMECHICHIS, CTPYKTYPHPOBAaHKE YITIEPOIHOTO Kapkaca, CTaO IH3aIus U
JIETpajaIis IEHOKOKCA) M KOJIMIECTBEHHAs OIIEHKA UX ITapaMeTpoB (TeMITepaTypa, OCTaToqHast Macca,
TeTuIoBOM 3 EKT), a TaroKe OIpe/eTIeHHe KPUTHIECKOW TEMITEpaTyphl TIepeXo1a TIOKPHITHS B aKTHB-
HOE COCTOSTHHE, YTO HEOOXOIMMO IS TIPOTHO3MPOBAHMSI OTHE3AIUTHON S(PPEKTHBHOCTH.

Marepuansi u MeToabl

OOBeKTaMu HCCIICIOBAHUS SIBITIOTCS OOPa3Ibl TEPMOPACIITHPSIIONIETOCS OTHE3aMUTHOTO
TTOKPBITHST HA OCHOBE CBSI3YIOIIETO M3 TIOKCHIHON JHMAHOBOI CMOJIBI, aMUHHOTO OTBEPIUTENS U
OKHCJICHHOTO rpaduTa Kak OCHOBHOTO MHTYMECIIEHTHOTO HAITOJTHUTEINS B BUIE HABECOK JHCIIepC-
HOTO TIOPOIIIKAa MAacCOW J0 5 MT, MOMYYEHHBIX ITyTeM M3MEJIBIEHHs BBICYIIEHHOTO MOKPBITHS, a
TaKKe OKUCIICHHBIN rpauT B BUIEC HABECOK ITOPOIIKA MacCOH 110 2,5 MT.

TepMmraecknii aHAJIN3 MIPOBOMMIICS METOAAMH CHHXPOHHOMW TepMorpaBuMeTpuu U mudde-
permmansHON ckanupyrormei kamopumerpuu (TI/JICK). WcnbeiTanus BBITIONHEHB Ha aBTOMa-
TH3UPOBAHHOM CHHXPOHHOM TepMmoaHamm3arope NETZSCH STA 449 F5 Jupiter, ocHaIeHHOM
porpaMMHBIM KomrutekcoM Proteus Thermal Analysis mst coopa u 06padoTkn nanHbIX. Mccme-
JlyeMble 00pasIlbl TIOMEIIAN B IIATHHOBBINA TUTENh M 3aKPBIBAIH TUIATHHOBOW KphIMIKOH. [lo-
IpOOHBIE YCIIOBHS TIPOBEACHHUS SKCIIEPIMEHTOB TpHBeAeHbI B Tabmmre 1.

Tabnanya 1
Ycnosus Tepmuueckoro aHanusa (Tr/4CK)

Table 1
Thermal analysis conditions (TG/DSC)

MapaMeTp ycnoBus ucnbiTaHUin

AtMmocdepa Ar (MHepTHas)

AtMocdepa 0, (okucnutenbHas)

Tepmonapa

MnaTtuHa/nnatuHo-poamii (tun S)

MnatuHa/nnatuHo-pogui (tun S)

Turens (MaTepuan, obbem)

cnnas nnatvebl ¢ poaunem (10 %) (Pt/Rh),
80 MKkn

cnnae naatuHbl ¢ poavem (10 %) (Pt/Rh),
80 Mkn

Macca obpasua

10 5 Mr (nopotwok)

10 2,5 mr (nopowwok])

Atmocdepa

AproH (Ar), 30 Ma/MuH

Kncnopog (0,), 30 Ma/MuH

CkopocTb Harpesa

10 K/MunH

10 K/Mun

[uanasoH TeMnepatyp

24 °C = 1000 °C

24°C = 1000°C

Pexxum namepenus ICK

KoppekTvpoBaHH®bIN

KoppekTnpoBaHHbIl
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TerioBbIIeIeHHE HCCIENYEMBIX 00Pa3IoB OINpENeNsuii Kak cyMMapHyto Teruioty (AH,
JIX/T), pacCUUTaHHYIO C IOMOILBIO IIPOrPAMMHOIO HMPUIOKEHHUS 110 IUIOLIAAN KOMIIJIEKCHBIX
TUKOB HabromaeMbIX 3¢ dexToB mpu oopadoTke KpuBbix JICK.

Pesynbratbl

Br160p KOHTPACTHBIX Ta30BBIX CPell B JAHHOM HCCIIEIOBAHUH SBIIACTCS METONOIOTHIECKOM
OCHOBOH JUTSI pa3feNieHusI ¥ KOJTMYECTBEHHON OLEHKH MPOIIECCOB TEPMUIECKOTO PA3IOKEHHSI.

Atmocdepa aproHa sBISIeTCSI XUMAYECKH HHEpTHOH. [IpoBeneHme ananmsa B cpeie aproHa
MTO3BOJISIET M3YyYUTh MPOIIECCHI TUPOTN3a (TEPMUYECKOTO Pa3IOKEHUS B OTCYTCTBHE KHCIOPO-
J1a) KOMIIOHEHTOB MTOKPBITHS: CyOINMAITHIO B Pa3IoyKeHNe HHTYMECIIEHTHBIX KOMITOHEHTOB, pe-
CTPYKTYPH3AIIHIO YIIIEPOIHOTO KapKaca.

Atmocdepa KnuciIoposa MOIEIHPYeT OKUCIUTENbHBIE YCIOBHS peajbHoro moxapa. Vccie-
JIOBaHWE B Cpelie KUCIOPOa HAMIPABIECHO HA BBISBICHHE MPOIECCOB TEPMOOKHUCIUTENBHOM Jie-
CTPYKITUH, TJIAaBHBIM 00Pa30M — OKHCIICHHS YTIIEPOAHOM (asbl.

CpaBHEHHE PE3yIBTATOB, TIOTYYSHHBIX B MHEPTHOW W OKUCIUTENBHOI atMocdepax, mo3Bo-
JSIET KOJTMYECTBEHHO OLIEHUTH BKJIAJ] SK30TEPMUYECKUX PEaKINni OKUCICHHUS B OOIINN TETIo-
BOI OasraHc, OTPEAEeTUTh MTOTEPI0 MAaCChl KapKaca , CJIeI0OBaTeIbHO, CITPOrHO3UPOBAThH MTOBE/Ie-
HUE TIOKPBITHS B PA3HBIX YCIOBUAX MOXKapa.

Ha puc. 1-2 npexncrasiensl cpaBHUTETbHBIE TepMorpaBuMmeTpudeckue (TI) u muddepen-
nuansHO-TepMorpaBumeTprdeckue ([ TI7) kpuBbie HccmenyeMoro TepMOpaCITUPSIONIETOCS OT-
HE3aITUTHOTO TOKPBITHS HA OCHOBE CBS3YIOMIETO M3 ITOKCHIHONW THAHOBOM CMOJIBI, aMHHHOTO
OTBEPIUTENS M OKHCIEHHOTO TpaduTa Kak OCHOBHOTO HHTYMECIIEHTHOTO HATIOJTHHUTEINS, TTONY-
YeHHBIE B aTMOC(epax aproHa u KUCIOpo/a.

B uneptHO#i atmocdepe aprorna B mHTepBase 190-320 °C HabmromaeTcss KOMIUICKCHBIH
JTI'-miiK, COOTBETCTBYIOIINM aKTUBHOU (hase mpoliecca MHTyMECIICHITUH | COTIPOBOKIATOTITHIA-
Cs MHTEHCWBHOHM moTepeil Macchl. OcHOBHas Maccororeps (~45 %) mpoucxouT B auaraso-
He 190-520 °C u cBsi3aHa ¢ PHAOTCPMHUSCKUMH PEAKITUIMHA WHTYMECIICHTHBIX KOMIIOHCHTOB
Y TIIPOJIM30M BCIICHEHHOTO Kapkaca C BbifeneHneM Ta3oB. [locie 520 °C kpuBas BEIXOIUT Ha
TUTaTO, AEMOHCTPUPYS BBICOKYIO TEPMOCTAOMIFHOCTH 00pa30BaBIIETOCS YIIEPOTHO-HEOPTaHH-
yeckoro kapkaca. 3oibHbIH ocTtaTtok mpu 1000 °C cocrasmsier 53,21 %, 4To moATBEpKIaeT Ha-
JYYe 3HAYUTENTFHON O TEPMOCTAONIHHBIX KOMITOHEHTOB.

B oxucnuTensHOI aTMOChepe KUCIOpoa HadalbHBIN 3Tall HHTYMECHEHITHH TPUXOTUTCS Ha
~190-260 °C. IIpu maHHBIX TEMIIEPATypax B HHTYMECIEHTHBIX MMOKPBITHAX MPOUCXOIUT Pa3Iio-
keHue monmudocdaToB U UX dHIAOTEPMHUUECKas peakmus ¢ nmoiuoiamu [13]. [Ipu temmeparype
~200-320 °C mauymHAETCS MPOIIECC BCIICHUBAHUS OKHUCICHHOTO rpaduTa 1 HHTEHCUBHOE 00pa-
30BaHUE TEPMOPACIIMPEHHOTO CIIOS OTHE3ANUTHOTO TTOKPBITHSI.

Oxomo 370°C yrepomHo-pochopHas eHa HaunHAST 3aTBEPeBaTh, UTO 3aBEPIIACT HAdalb-
HEIH 2Tamn ee popmuposanus. B uatepsane 370-650°C mporncxonut o0pa3oBaHUe HOBBIX YIIe-
poZACOomepIKaIIX MPOAYKTOB KapKaca, B TOM YHCIIE 32 CYET OKHCIUTENFHONW TePMOIECTPYKINN
SMOKCUJIHOU MOJIUMEPHON MaTPHIIbI.

IIpu remmepatype cBoitie 800 °C HaunmHAETCS CTAAUSI OKUCICHUS KapKaca, B pe3yabTare Ko-
HeuHbIid octatok mpu 1000 °C camxkaercs mo 26,42 %.

Pa3nanma B ocrarounoii Macce (~27 %) KOTMYEeCTBEHHO XapaKTepU3yeT OO TOPIOYEro yT-
JIEPOTHOTO KOMIIOHEHTA (B TOM YHCIIE TIOMMEPHOTO CBA3YIOIIETO), KOTOPBIA B YCIOBHSX TTOXKa-
pa TOTHOCTHIO BHITOPAET.
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Puc. 1. Pe3ynbraTbl TepMUYECKOro aHanmn3a orHesalymMTHoro nokpeITUa B atMochepe aproHa
Fig.1. Results of thermal analysis of fire-protective coating in an argon atmosphere
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Puc. 2. Pe3ynbTtaThl TepMUYECKOro aHasn3a OrHe3alnTHOro NoKpbITMs B aTMocdepe Kucaoposa
Fig. 2. Results of thermal analysis of fire-protective coating in an oxygen atmosphere

TepMOI‘paMMBI HCCIICAYCMOI'O IMMOKPLITHA B aTMOC(i)Can aproHa v KucJjiopoaa, npeacTaBJICH-

HBIEC Ha pHUC. 3 XapaKTePHU3YIOT SHEPreTUUYECKUN MPOPHIbL TEPMUUECKOTO PAa3I0KEHHs TOKPbI-
THUS B KOHTPACTHBIX CpeJlax.
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Puc. 3. TepMorpaMMbl OrHe3alMTHOTO NMOKPLITUA B aTMocdepe aproHa (kpacHbie nnHMK)
1 B aTMocdepe kuciopoaa (senexbie nuHnm)
Fig. 3. Thermograms of fire-retardant coating in an argon atmosphere (red lines)
and in an oxygen atmosphere (green lines)

OnpeneneHo, 4to uieHTHuKannonnsie xapakrepuctiuk TI- u T - kpuBbIX B Anamnazo-
He temrieparyp 190-320 °C moka3bIBaroT OTCYTCTBHE CYIIECTBEHHBIX Pa3IMYUil MEXKIY KHCIIO-
pozcoaepikalieil 1 OECKUCIOPOAHOM arMochepoit U3 Yero CIeAyeT, YTO PEaKIUd OKUCIICHUS
¢ ra3000pa3HbIM KHCIOPOIOM MaJl0 yYacTBYIOT B peakuusx MHTyMmecreHuuu. O6 3ToM CBU-
JIETENBCTBYIOT M CXOKKe dHnoTepMuueckre muku Ha JICK-kpuBBIX B quama3oHe Temrieparyp
190-320 °C.

Opnnako, cpaBauTenbHBINA aHanu3 JJCK- KpUBBIX OTHE3AIMTHOTO TOKPHITHS B WHEPTHOU U
OKHCIIMTENbHON aTMoc(epax IMO3BOJISIET TAKXKE ClIeNaTh BHIBOJ 00 y4acTHU KUCIOPOJa B MPO-
1ecce CTPYKTypHUpPOBAaHUS U JETPaalliil IIEHOKOKCA UCCIIENyEeMOTO TOKPBITHS.

JCK-kpuBas OrHE3alIMTHOTO MOKPHITHS B MHEPTHON arMocdepe He NMEeT BBIPaKEHHBIX
9K30TepMUIECKUX () (HEKTOB, B TO BpeMs Kak B aTMOC(epe KUCIOPOia MOXKHO BBIJICIIUTH JIBa K-
30TepMHUYECKHX MHKa, cornacyromuxcs ¢ I TT -nmukaMu B aHAIOTHYHBIX TEMITEpaTypHBIX JUara-
30Hax. [lepBbIii U3 HUX ¢ MKOBOI TeMneparypoit 514,81 °C u ¢ sHTanenuei 54,69 Jx/r cBsizan
C OKHCIJICHHEM SIOKCHIHOW MaTpuupbl [14], a BTOpoii ¢ mukoBoi Temmieparypoi 872,42 °C u ¢
suTanbnued 141,14 JIk/r xapakrepu3yeT OKUCICHUE YITIEPOICOAePKAIIUX MPOAYKTOB KapKaca
TIEHOKOKCA.

Ha ocHoBannm aHanu3a mogydyeHHBIX JaHHBIX MOYKHO C/AEJIATh BBIBOJ, YTO SHEPTeTUIECKUI
Mo WIIh THPOIN3a OTHE3AUTUTHOTO TIOKPHITHS B aTMOC(epe aproHa OTpa)kaeT MOTeHIIHaJ Or-
HE3aIIUTHOTO TIOKPBITHS, TaK KaK B TIOJTHON Mepe XapaKTepHu3yeT CTaNI0 aKTUBHON WHTyMeEC-
IIEHITNH, POTEKAIOIIYI0 B Arara3one Temmeparyp 190—320 °C u mo3BoJII€T OLIEHUTH MacCOBYIO
JTOJTIO0 TEPMOCTAOMIIBHBIX KOMIIOHEHTOB.
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[Tomyuennsie kauectBeHHbIe Xapaktepuctuku TI/ATI amanuza u naHHbIe TEMIOBBIX d(h-
(hexroB o JICK MO3BOMISFOT BRIAETUTH OCHOBHBIE 3TAITBI TEPMOJIECTPYKIIMU HCCIIETYEMOTO T10-
KpBITHA B aTMOC(epax aproHa v KHCIOPOaa, peAcTaBiIeHHble B Tadnmie 2.

Tabnanya 2
OcHOBHbIe 3Tanbl TEPMOAECTPYKLUMM B aTMOchepax aproHa U Kucnopoga
Table 2
The main stages of thermal destruction in argon and oxygen atmospheres
ATtmocdepa aproHa ATtMocdepa kucnopoga
OcHoBHble 3Ta-
Mbi W vx xapak- | Temnepa- | Ocra- Tennosble | TeMnepa- Ocra- Tennosble
TEPUCTUKKN TYPHbIN ToyHas | ATr-nukwm, 3¢ eKTbl, | TypHBIA MH- ToyHas | ATr-nuku, >¢deKTl
WHTepBan, | Macca, | °C/%/Mun | ’ o Macca, | °C/%/muu | L ’
oc % C/x/r | Tepsan, °C % ce/ mx/r
259,64; 244,99;
®a3a aKkTUBHOW 256,19/ 4,02; o 240,7/ 4,34; e
MHTYMeCLLeHLun 190-320 67.97 284,38/3,03 2—851';9116/ 190-320 58,95 270,58/2,53 2—756;7857/
CTpykTypupoBa- 514,81/
Hue yrnepofHo- | 320-520 55,56 - - 320-650 40,68 520,08/ 0,90 54‘69
ro Kapkaca '
Crtabunusauus / 87242/
ferpagauns 520-1000 53,21 - - 650-1000 26,42 |875,89/1,16 141' 14
neHoKokca '

Jiist OLleHKH BO3MOYKHOTO BKJIaJla OKUCIEHHOTO TpaduTa, SBISIOUIETOCs OCHOBHBIM HHTY-
MECLICHTHBIM HAIlOJIHUTEJIEM, B HAOII0AaeMble TEIUIOBbIE (P PEKTHI ObLIH CHITHI TEPMOTIPAMMBI
OKHCJIeHHOTO rpadura B arMmocdepe aprona u kuciaopoga. CpaBHUTEIbHbBIE PE3yNIbTaThl MPe-
CTaBJIEHBI Ha puC. 4.

Ha ACK-xpuBbIX B arMmocdepe KUCIOpOAa YUCTOTO OKUCIEHHOTO TpaduTa U OrHE3aUTHO-
'O MOKPBITHSL Ha €r0 OCHOBE HAOIIOAAIOTCS TIMKK NIPpU TeMIieparype okono 150 °C, yTo cBs3aHO
C BBIJICJIEHHEM aJcOpOMPOBaHHO BoAbl. BerieHnBanue okucaeHHOTo rpaduTa TpedyeT SHEprun
JUIsl IPEBpAILCHNs] HHTEPKAISIHTHOTO COEAMHEHHMS B Ta3bl U pa3aesieHus rpad)eHOBBIX IIOCKO-
cteil [15], o 4em CBUAETENBCTBYIOT dHAOTEpMUUEcKHe MUKU Npu 243,49 °C Ha TepMorpamme
okHcieHHoro rpaguTa B armocdepe aprona u npu 242,09 °C Ha TepMOrpaMMe OKHUCICHHOTO
rpadura B armocgepe kucinopoaa. Cpasuenue JICK-kpuBbIX, MOKa3aHHBIX Ha pUC. 4 ONTBEp-
KJIAeT, YTO BCTYIUICHHE OKHCIEHHOTo rpadura B MPOLECC WHTYMECLUEHINH OTHE3alIUTHOIO
MOKPBITHS HaYMHaeTcs B TemneparypHoM auanazoHe 200-250 °C 1 BHOCUT AONOIHUTEIbHBIN
9HI0TEPMUYECKUH dPPEKT.

30JbHBINA OCTATOK OKHCIEHHOTO rpadura B aTMocdepe Kuciopoaa coctasisier 5,8 %, a Ha
JCK-kpuBoii npu nukoBoi Temneparype 740,55 °C nabnionaeTcs 3HaYUTENbHBIN 9K30-9(PEKT,
[P ATOM OKHCJIEHUE BCIICHEHHOTO rpauTa B COCTABE OIHE3AIUTHOTO MTOKPHITUS IIPOUCXOIUT
IIpu UKOBOM Temneparype 872,42 °C. lanublil 3 QeKT BeposiTHEE BCETO CBSI3aH CO B3aUMOACH-
CTBHEM OKHMCIIEHHOTO TpaduTa ¢ MOJIMMEPHON MaTpHLed U MPUBOAUT K CMELICHUIO Mporecca
OKHCJICHUSI B BBICOKOTEMIIEpaTypHYIO 00JIaCTh, O YeM CBHJICTEIBbCTBYIOT Pe3yibTaThl padoTh
[16]. Kpome Toro, cioii yriuepoja, 0Opa30BaHHBINM HAMOIHUTEISIMA Ha OCHOBE OKHCIEHHOTO
rpaduTa Ha MOBEPXHOCTHU IMOKCUIHON MaTpHIIbI, JEHCTBYET KaK TEIJIOBOH Oapbep M yBeTUdu-
BaeT TEMIIEPATYPY 3aXKHUTaHUsI KOMIIO3UTOB [17].
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Puc. 4. Tl n ICK-KkpwnBbie: OrHe3aLwmnTHOTO NOKpbITUA B aTMocdepe kucnopoaa - [1]; okucnenHoro rpaduta B
aTMocdepe kucnopoaa - [3] okncnenHoro rpagura B atMochepe aproxa - [4]
Fig. 4. TG and DSC curves: fire-retardant coating in an oxygen atmosphere - [1]; oxidized graphite in an oxygen
atmosphere - [3]; oxidized graphite in an argon atmosphere - [4]

[pu 3TOM, Temreparypa Hayajaa HHTYMECIEHIIMU, COOTBETCTBYOIAs TEMITEPATYPE pa3MsT-
YEeHUs IOJIMMEPHON MATPHIIBI SBISIETCS KITFOUEBBIM ITAPAMETPOM, OIPECIISIOIIUM OrHE3aIlHT-
HY10 3P (GEKTUBHOCTD MTOKPBITHS.

HuddepentmaabHO-CKaHUPYIOMIHHA KaIOPUMETP PETUCTPUPYET TEIIIOBOH TOTOK Kak (DyHK-
IIHt0 TeMIreparypsl o popmyie (1):

q=A1), (D
IJIe ¢ — YACTbHBIN TEIJIOBOHM MOTOK, MKB/Mr (uiau MB1/mr),

T — Temnieparypa, °C.

TeMmrieparypa Hayasia MTHTYMECIEHIIMH COOTBETCTBYET TEMIIEpaType pa3MsrueHus oJIuMep-
HOT'O OTHE3alIMUTHOTO MOKPBITHSI U IPOsIBIIsieTCs B Bujie nznoma Jimauu JICK-kpuBoii 6e3 Beipa-
JKSHHOTO THKA.

JlJis KONMMYECTBEHHOTO ONpEACICHHs JaHHON TeMIepaTypbl MOXKHO HCIOJIh30BaTh METO
MIEPEeCCUCHUS KacaTelIbHBIX, PEKOMCH/IOBAHHBIM B TEPMUYCCKOM aHAIM3E TOJIMMEPHBIX Mare-
puasos [18]. Pe3ynbrar rpaduyeckoro onpeneiacHus TeMIEpaTypbl pa3MsIrdeHus TOTMMEPHON
MaTpUIIbI IPEJICTABIICH HA PHC. 5.

Bonee TouHOE 3HAUCHUE MOXKHO ONPECIIUTh, YIUTHIBASI, YTO B TEMIIEPATypHOI 00I1aCcTH 10
hasosoro mepexona (7' < T, ) TEMIOBOH MOTOK aNNpPOKCHMUPYETCS IMHEHHOM (QyHKIHME 1m0

hopmyie (2):
q,(N)=aT+b, )
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Puc. 5. Tpadunyeckoe onpeneneHne Temnepatypbl pasMsaryeHns NoMMepHOn MaTpuLibl
Fig. 5. Graphical determination of the softening temperature of the polymer matrix

B oOmactu nocne ¢azosoro nepexoxa (7> T o) 0a30Bast JIMHUS OMUCHIBACTCS IPYTOH JIH-
HEHHOUW 3aBUCUMOCTBIO 110 opmyiie (3):

q,(T)=a,T+b, 3)
TIe a,, a, — KO3 GUIMEHTH HAaKIOHa (CBA3aHBI C O(QPEKTUBHON TEIIIOEMKOCTBIO);
b,, b, — CBOOONHBIE JIECHBI.
Temmneparypa da3zoBoro nepexojia onpeeseTcs Kak TeMIeparypa rnepeceyeHus arnpoKCH-
MUPYIOIINX TPSMBIX TI0 3aBUCUMOCTH (4):

¢,(T,)=4,(T,,) @)
Otkyna (o dpopmye (5)):
gy —a,

ITo anmpoxcumanuu nonydeHHOM JICK-kpHuBOW OrHE3alIUTHOrO MOKPBITUSI B MHEPTHOMH
cpene B mporpamMmMHOM obecriedennu Proteus Thermal Analysis momydens! cnemyromme Kod¢h-
¢urments! (hopmyast (6) u (7)):

q,(T)=-0,0711T+ 107,11 (6)
g,(T) =—035T+ 172 (7)

Takum 00pazom TeMreparypa pasMsrdeHus MOJTUMEPHON MaTPHUIIBI JUTST OTHE3AIIUTHOTO T10-
KpbITHS cocTtaBmia 233 °C.
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3akniouyeHue

Ha ocHoBaHMM MPOBEJCHHOTO KOMILIEKCHOTO Tepmuueckoro aHanusa (TT/JJCK) tepmopac-
HIMPSIFOLETOCS OTHE3aLUIMTHOTO MOKPHITUSI HA OCHOBE CBS3YIOILETO U3 SMOKCHIHOW JAUAaHOBOM
CMOJIbI, aMUHHOTO OTBEPAMTEIISI M OKUCIEHHOTO IpaduTa KaK OCHOBHOTO MHTYMECIICHTHOTO Ha-
MOJIHUTENS] B KOHTPACTHBIX arMocdepax aproHa M KHCJIopoJia OMpeAeseHbl KIII0UeBbIe 3aKOHO-
MEPHOCTH €T0 Pa3JI0KEHHUS.

YcTaHOBJIEHO, YTO OKHCIICHHBIN IpaduT B COCTaBE OTHE3AIUTHOTO MMOKPHITHSI BHOCUT BKJIa]
B DHJOTEPMHYECKHE PEAKLIUU U CHIYKAET TOPIOYECTh OIUMEPHON MaTPUIBL.

DOHepreTHueckuii NpoQuib NUPOIU3a OTHE3AUIUTHOIO MOKPBITHS B aTMOc(epe aproHa or-
pakaeT MOTEHIIMAJI OTHE3alUTHOTO MOKPBITHS, TaK KaK B IOJTHOH Mepe XapaKTepu3yeT CTaluio
AKTHBHOM MHTYMECLEHIIUU U TEPMOCTAOMIBHOCTh KOMIIOHEHTOB.

KonmnuecTBeHHO ompezesieHa KpUTHUECKAsi TeMIleparypa Mnepexoaa MOKPBITUS B aKTUBHOE
cocrosiHe. MeToioM mnepeceueHust KacareslbHbIX K 0a3oBoil jauHuu JICK-kpuBoii B aprone
yCTaHOBJICHA TeMIlepaTypa pa3MsArdeHus: OJIMMEpHON MaTpulpbl. JlaHHas Temreparypa cooT-
BETCTBYET TeMIIEpaType Havdalia TepMOJIN3a HHTYMECLEHTHBIX HAITOJHUTEIICH COMacHO JaHHBIM
TI. binM30CTh 3TUX TEMIEPATYP XAPAKTEPU3YET COIIACOBAHHBIN XapaKTep MPOLIECCOB PACCTEK-
JIOBBIBaHUSI TIOJIMMEPHOTO CBSI3YIOIIET0 M Hauaa TEPMHUUECKOTO paCIIUPEHHS OKUCICHHOTO Ipa-
(uta, HEOOXOMMOTO JIJIsl TaTbHEUIIIero 00pa3oBaHusl 1IEIOCTHOTO OIHE3aIUTHOTO MTOKPBITHSI.
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