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AHHOTAUMA

BeepeHue. OrHesalluta METanAMUYECKUX KOHCTPYKLMM ABASIETCS OAHOM M3 aKTyaAbHbIX NMPOOAEM MOBbILIEHUS
OFHECTOMKOCTU COOPYXEHUI, AAS YEro B HACTOsILLEe BPEMSA NPUMEHSIIOTCA OFHE3aLLMTHbIE BCyYMBatOLLMECH Ma-
Tepuanbl, KOTOPble UMEIOT OrpaHUUYEHHbINA CPOK CAYXObI.

Ll.e/\u U 3apauum. C LeAblO aHaAU3a V|3MeHeHVIl7I, MNPOUCXOAALLMX B KOMNOHEHTHOM COCTaBe OrHe3allUTHbIX BCy4n-
BaOLLMXCH NOKPbLITUIA Ha 6a3e noAndocdaTa aMMOHUA — MEAAMMUHA — MEHTA3PUTPUTA, NPOBEAEHO KOMMAEKCHOE
nccaepoBaHUe 06pasLoB NOKPLITUA OTEYECTBEHHOTO NMPOWM3BOACTBA, UCKYCCTBEHHO MOABEPXEHHBIX KAMMATUYE-
CKOMY CTapeHuto (3, 6 1 9 aer).

MeToabl. METOAAMU ONTUUECKON U CKAHUPYIOLLEN IAEKTPOHHON MUKPOCKOMUKM U3yYeHbl BHELIHUIA BUA, MOPHO-
AOTUSI BKAFOUEHUI U MUKPOCTPYKTYpa MOBEPXHOCTM 06pa3LoB NOKPbITUS. MPOBEAEHO McCAeAOBaHUE $a3oBOro
N CTPYKTYPHOIO COCTOAHUA METOAAMM PEHTIEHOANPPAKLMOHHOIO aHaAn3a u MK-CnekTpockonuu, a Takxe usmepe-
HWe Ko3ddUUMEHTa BCNyYMBAHUS OTHE3ALUMTHOTO MOKPbITUS.

Pe3yabtatbl U UXx 06cyXAeHUe. YCTAaHOBAEHO, YTO KOIGPULMEHT BCMyuMBaHWA 06pPa3LOB 3HAUMTEABHO YMEHb-
LIaeTCa C YBEAMUYEHWEM BPEMEHM 3KCNAyaTaLMKU NOKPbLITUA U yxe npu pAocTuxeHun 30 % pecypca npuBOAUT
K CHUXEHMIO MPeAena OrHECTOMKOCTM 3alupmLLaeMol KOHCTPYKUMK. B pesyabtate cTapeHus 06pasLioB npouCcXoAUT
nocTeneHHoe W3MeHeHne Ux Ga3oBOro COCTaBa, BbI3BaHHOE YMEHbLUEHUEM COAEPXaHUs MeAraMuHa Ha 40 %,
noavpocharta ammoHus Ha 15 %, a Takxe nepepacnpeseneHMeM APYrMx KOMMNOHEHTOB B CUCTEME, B Pe3yAbTaTe
yero MeHsATCA MUKPOCTPYKTYpa NOKPLITUA M €ro 3aLUMTHbIE CBOWCTBA.

BbiBoAbI. B npolecce akcnayataumy OrHe3allMTHOrO NOKPbLITUS NOA AENCTBUEM BHELLUHWUX GaAKTOPOB NMPOUCXOAAT
U3MEHEHUA, BAUAKOLWLMNE Ha CnocobHOCTb NOKPbITUA COXPaHATb 3aABA€HHbIE NMPOU3BOAUTEAEM MOKa3aTeAn OrHe-
3aWMTHOM 3ddEKTUBHOCTU. OBHAPYXEHHbIE B pe3yAbTaTe AAHHOTO UCCAEAOBAHMUSI 3aKOHOMEPHOCTU MOXHO MpU-
MEHSTb AASI M3yYeHUs 06pas3LLOB, U3bATLIX C OOBLEKTOB 3aLLUMTbI, C LEABIO BbIIBAEHWUS OTKAOHEHUWI OT UCXOAHOTO
COCTOAHMA NOKPbLITUA N NPOrHO3MPOBaAHNUA €ro AeﬁCTBMTe/\bHOFO CpoKa Cl\y)K6bI.
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ABSTRACT

Introduction. The fire protection of metal structures is a relevant present-day problem; its solution implies better
fire resistance performance of structures attainable through the application of intumescent fire-proof coatings
whose service life expectancy is limited.
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Goals and objectives. Comprehensive studies of domestically made coating samples were performed to ana-
lyze the changes in the chemical composition of intumescent coatings containing ammonium polyphosphate,
melamine, and pentaerythritol. The samples were exposed to artificial climatic ageing (3, 6, and 9 years).
Methods. Optical and scanning electron microscopies were used to study the appearance of samples, the mor-
phology of inclusions and the surface microstructure. X-ray diffraction and IR spectroscopy were employed to
study the phase and structural states of samples, and the swelling ratio of fire-proof coatings was also examined.
Results and discussion. It's been found out that the swelling ratio of samples goes down to a significant extent as
the time progresses, and when the residual life of a coating reaches 30 %, the fire resistance limit of the struc-
ture goes down. Sample ageing is the reason for gradual phase composition changes due to the melamine
content reduction by 40 %, ammonium polyphosphate content reduction by 15 % and redistribution of other
components that change the microstructure of coatings, as well as their fire retarding properties.

Conclusions. The changes, influencing the ability of a coating to maintain its fire retarding efficiency as declared
by the manufacturer, take place in the course of operation of a coating exposed to external factors. The regu-
larities, identified by virtue of this research, can be used to study the samples taken at fire-proofed facilities to
identify deviations from the initial condition of a coating and to forecast its actual service life.

Keywords: swelling ratio; fire-proof efficiency; coating structure; composition; service life
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BBeapeHue

IIpumenenre Ha 0OBEKTaX OTHE3AMIMTHOIO BCITy4YHBA-
tomerocst mokpeiTus (OBII) B coBpeMeHHO# MpakTH-
Ke SIBJIACTCS PACHPOCTPAHEHHBIM CIIOCOOOM 3alluThI
METaJUTMYECKUX KOHCTPYKIUI OT MporpeBa U paspy-
IICHUs B Tpolecce nokapa. B cBsa3u ¢ 3TuM 00pasirsl
JIAHHBIX TOKPBITHH CIYyXaT OO0BEKTOM BCECTOPOHHETO
HCCIIEA0BaHUsA, MOCKOIBbKY TapaHTHUIHBIN CPOK CIIyXK-
661 OBII B yci10BUAX 3KCIUTyaTaIlliy HAIPSIMYIO CBSI3aH
CO CPOKOM JKCIUTyaTallid CaMHX 3[aHUH U COOpYXKe-
Huit. OHO# U3 BOXKHBIX XapaKTePUCTHK OTHE3AIUTHO-
TO BCIYYHBAIOIIETOCS MOKPBITHS SBISETCS €r0 TEILIO-
M30JIUPYIOIIas CHOCOOHOCTh, KOTOpas 3aKIIo4aeTcs
B CITOCOOHOCTH OTHE3AIUTHOTO COCTaBa MOJIBEPTaThCs
PACIIMPEHUIO MO/ BO3ICHCTBUEM TEIUIA U MPEMSTCTBO-
BaTh PacCIpOCTPAHECHHUIO TEIUIOBBIX (PAKTOPOB B YCIIO-
BUSIX BBICOKHX TEMIIEPATyp.

Cornachao [1-7], hocdopo- u a3oTcomepaIime Be-
IIecTBa SABISAIOTCS OMHUMHU U3 OCHOBHBIX KOMIIOHCHTOB,
WHTHOMPYIOIIUX Mpoliece TopeHus. Beenenre B cocran
MoZI0OHOTO POJIa BCIICHUBAIOIIUXCS JOOABOK OCTAHABIIH-
BacT rOPCHUC IMMOKPHITHUA Ha HAYaJIbHBIX 3TallaX BO3ropa-
HUS, T.C. HA CTaJIH, XapaKTePH3YIOLICHCS HANOOIBIIIM
BBIJICICHHEM TOPIOYHX Ta3000pa3HbIX MPOIYKTOB M HH-
TEHCHBHBIM JTHIMOOOpa30BaHUEM, Korma (GopMHUpYeTCs
BCIICHCHHBIN STYEUCTBIA KOKCOBBIH Citot [8—17]. JlaHHBIH
CJIOH, TUTIOTHOCTH KOTOPOTO YMEHBIIIAETCSI ¢ POCTOM TEM-
mepaTypsl, MPEIOXPAHACT TOPSIIUA Marepuaa OT BO3-
JIEHCTBHS TEIUIOBOTO TOTOKA win Tuiamenu [1]. Ha o0-
pa3oBaHHE BCIIEHEHHOTO SUEHCTOTO CJIOS, CIIOCOOHOTO
BBIMOJTHSITh CBOM OTHE3aIIUTHBIC (DYHKITUH, BIHMSET P
(haKTOpOB, B TOM YHCIIE YCJIOBHS HAHECEHUS TIOKPHITHS,
TMOATrOTOBKA NOBEPXHOCTU K HAHCCCHUTO ITOKPLITHSA, BJIU-
SIHUE aTMOC(EPHBIX YCIIOBUH U CPOKA IKCILTyaTallUH.

B cootBerctBHu ¢ pesynbTaramu pabotsl [18],
JOJNTOBEYHOCTD M CPOKH CIYXOBI OTHE3aIIUTHBIX IT0-
KPBITUH B IpoLecCe HKCILTyaTallud CBSA3aHBL C (HHU3H-
KO-XUMHYECKIMH M OMOXMMHUYECKUMH MPOIECCaMH,
CONPOBOXKIAIOIIUMUCS TIOTEpell  TEXHOJOTMYECKUX,
MPOYHOCTHBIX M HKCIUTyaTallMOHHBIX XapaKTEPHUCTHUK,
XMMHYECKUMH, OMOXUMHUYECKIMH, (POTOXUMHYECKUMHU
U (U3UKO-XUMHYIECKHMH TpoIeccaMu — C TOoTeper
OTHE3ALUTHBIX XapaKTEPUCTHK, a TaKXKe MpoLeccaMmu
Ha TpaHHUIE NOKPBITHE — MOAJIOKKA — C MOTepel af-
Te3MOHHBIX XapaKTepuCTUK. KOHEUHBI CpOK CIryOBI
HOKPBITHS OyJeT ONpefensiThcs TEMU MpOLiecCaMH,
CKOPOCTb ¥ HHTEHCHBHOCTb KOTOPBIX IIPeo0IaiacT.

B cBsI3u ¢ TeM, YTO CPOKH 3KCILTyaTallud CTPOU-
TEJBHBIX KOHCTPYKIHMH HCUUCHSAIOTCS AECATKAMHU JIET,
BO3HHMKAeT BONPOC COXpaHEHUs 3(p(eKTa OTHE3alH-
ThI MIOKPBITUHA B MPOLIECCE UIUTENBHON IKCIUTyaTalu
[16, 17]. AHanu3 nuTeparypsl MoKa3ai, YTO B peKJaM-
HBIX MaTepHajax 9acTO yKa3bIBAIOT 3aBBIIICHHBIC CPO-
KH CITY>KOBI OTHE3AIUTHBIX MOKPBITHI [18—19].

Panee aBTOpamu [JaHHOM pa®OTEl NMPOBOAUIOCH
uccienosanue yetbipex OBII Ha ocHoBe monmudocda-
Ta aMMOHMS — IEHTA3PUTPHUTA — MeJTaMUHA Ha IPEAMET
OLIEHKH JIOJTOBEYHOCTH MOKPBITUH, B KOTOPOM H3y4a-
JIMCh W3MEHEHUS, IPOUCXO/AIINE C ITOKPBITUIMH TIPH
UX IKCILTyaTalllu, T.€. IPU CTAPEHUH U TEMIIEPATypHOM
Bozzaeticteuu [20]. beuto oOHapyxeHO, 4TO TPU yBe-
nudeHun Bospacta crapeHust 3tux OBII npoucxoaur
HE TOJIbKO BHEIIHEE U3MEHEHHE MOBEPXHOCTU MOKPHI-
Tuil, HO U yMEHbIIEHUE KO3 PHUIUCHTA BCITyUYUBAHUS,
a TaKKe M3MEHEHHE KPHUCTAJUIMIECKOTo (ha30BOTO CO-
CTaBa MOKPBITHH.

Ilenbio naHHOI paboOTHI sIBNIsIETCS OONee AeTaTbHOe
HCCIIEZI0BaHUE U3MEHEHUH KOMIIOHEHTHOI'O U JIEMEHT-
Horo coctaBoB OBII U MUKpPOCTPYKTYpPHBIX XapakTe-
PHCTHK, NPOUCXOSIIIUX B IPOLECCE 3SKCIUTyaTaIlUH
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OTEYECTBEHHOTO OTHE3AIUTHOTO BCITYYHBAIOLIETOCS
MOKPBITHA, HUCTOIB3YyEeMOTO JUIS 3aIIUTHl MeTaJlInde-
CKHMX KOHCTPYKIIUH, C 3asiBIICHHBIM TPOU3BOAUTEIISIMU
TepUOAOM dKCIuTyaTanuu 10 15 mer. Pesynbrarel gan-
HOH paboTBl MOTYT CTaThb OCHOBOH Il pa3paboTku
OIIEHKHU MPOJIOJKUTEIILHOCTH COXPAHESHMSI TTIOKPHITHEM
OTHE3aNIUTHOM dPPEKTHBHOCTH, YTO HATIPSIMYIO CBS3a-
HO C MpenynpekIeHUEM BO3HHUKHOBEHHS Upe3BblUaii-
HBIX CUTYalluii BO BpeMs IToXKapa.

B nacrosimmii MOMEHT ACMCTBYET CHCTEMa Halld-
OHAJIBHBIX CTaH,Z[apTOB, Hpe,[[’bf[BJ'[ﬂIOHlI/IX Tpe6OBaHI/I$[
K JKCIUTyaTallUOHHBIM XapaKTePUCTUKAM W METOaM
WCIIBITAaHUM TI0 OMNPEEICHUIO CBOMCTB M XapaKTepH-
CTHK JIAKOKPACOYHBIX MaTEPUasoOB, B TOM YHCIIE TPeOO-
BaHUSA M METOJbl YCKOPEHHBIX KIMMATUYECKUX HCIThI-
TaHUI HAa CTOMKOCTH K BO3IEHCTBHIO KIMMATHYECKHUX
¢axropos. IIpu 3ToM TpeOoBaHUs CTaHIAPTOB PACIIPO-
CTPAHSIOTCSA Ha JIAKOKPACOYHBbIC MaTepHalibl OOIIEro
Ha3HAYeHUsI U HE MOTYT OBITh IPUMEHEHBI JIJISI HCITBI-
taunit OBII.

OTcyTCTBHE €IMHOTO METOJOJOTHYECKOTO TIOJI-
xoma B cucteMe cranmaptusannn Poccuiickoit Dene-
palu K ONpeAeTICHHUI0 DKCIUTyaTallHOHHBIX CBOMCTB
1 TpeOOBaHHMN K ONPEACICHHIO U3MEHEHHH 3HAYCHUN
OTHe3anMTHOM 3 ()EKTUBHOCTH P BO3NCHCTBUH KITH-
MaTh4yecKuX (akTopoB, YCIOBHM M CPOKOB KCILTyara-
umn OBII co3maer cepbe3HbIil MPoOest, TT03BOJISIOMINH
HETOOPOCOBECTHBIM TPOM3BOAMTENSIM OTHE3ANTUTHBIX
MaTepHalioB YKa3bIBaTh B TEXHUYECKOH TOKYMEHTAIUN
HEOOOCHOBAaHHBIC JKCILTyaTAIMOHHBIE XapaKTEPUCTH-
KM Ha BBIIYCKaeMyo Npoaykiuio. OTCyTCTBHE CTaH-
JIapTU3UPOBAHHOTO TIOAX0Ja K OINPEACIICHUIO CBOWCTB
n metonoB ucnbitanuii OBII Ha pa3nuuHBIX cTaausIx
KU3HEHHOTO IMKJIA CO3/1aBa€MOTO MOKPBITHS IIPUBOIAHUT
HE TOJIKO K 3HAUYUTEIbHBIM (PMHAHCOBBIM PUCKAM IPHU
CO3/IaHUM CHCTEM IOXKApHOW 0e30MacHOCTH OOBEKTOB
3allUThI, HO U CO3aacT yCJ'[OBI/ISI K HpHMOMy MaTepI/IaJ'[L—
HOMY yIIepOy, TPaBMUPOBAHMIO U THOEIH JofIei B cITy-
yae BO3HUKHOBEHUS TIOXKapa.

Martepuanbl U MeTOAbI

Hccnenyemble 00pasipl OTHE3ALIMTHOTO BCITY-
YUBAIOLIErOCs MOKPBITUS ObUIM  IpeABapUTEIHHO
TIOABEPKEHBI BO3JCHCTBHIO KIMMAaTHIECKUX (PaKToO-
poB (MCKyCCTBEHHOE cTapeHne — 3, 6 u 9 neT B Kiu-
maruyeckux kamepax mo IT'OCT 9.401-91', metox 15).
Takke POBEICHO MCCIIENOBAaHUE HCXOMHOTO 00pasia,
HE MOJBEPKEHHOTO KIMMaTHueckuM (Qakropam (ma-
Jiee — HecocTapeHHbI oOpaszelr). CortacHO TeXHUYe-

' TOCT 9.401-91. Exunas cucrema 3aluThl OT KOPPO3HWH M CTa-
pennsi (EC3KC). IokpsiTus nakokpacoutbsie. O0uue TpeGoBaHus
U METOIbI YCKOPEHHBIX HCIIBITAHUH Ha CTOMKOCTh K BO3ICHCTBHIO
KJIMMaTH4ecKuX (akTopoB: yTBepKAeH U BBeleH B aeiictaue [lo-
cranosienueM [ocynapcreenHoro komutera CCCP o ynpasienuro
KayeCcTBOM IIPOAYKLUHUH U cTangapraMm ot 29 mapra 1991 . Ne 335.

CKOH IOKyMEHTaIlN! Ha COCTaB, OCHOBA KPackKl — Op-
TaHUYeCKasi, IBET IIOKPHITHS — OB MaTOBEIH, CyXou
ocTarok coctasisieT 66,5...73,5 %, pacxon Kpacku —
1,74 xr/m?, 3Ha4YeHHe aare3ud — 2, CPOK IKCILTyaTa-
1 — 15 ner. McxonHblil oOpasel npeacTaBisieT co-
00 I'yCTyI0 BSI3KYIO KHJIKOCTh OEJIOro IBETA.

OO0pasibl UId aHaJIM3a MOMYYCHBI IyTeM HaHece-
HUSl COCTaBa C TOMOIIBI0 KUCTH HAa METaJUTUYECKYIO
MOAJIOKKY, TPEIBApUTEIHHO 00pabOTaHHYIO CoTJac-
Ho T'OCT 8832-76°, u BBHICYIIMBAaHUS A0 MONYYCHUS
TBEPIIOTO CYXOTO CIIOS TOKPBITHS TPH HOPMAaJIbHBIX
YCIIOBUSIX.

Omnpenenenne ko3¢ ¢GUINEHTa BCIyIUBAHHS IIPO-
BOJIMJIOCH HA OKPAIICHHBIX COCTABOM CTaJIbHBIX IjIa-
ctuHax mapku Ct3 (pasmepom 140 x 80 X 0,9 mm),
BBICYIICHHBIX B €CTECTBEHHBIX YCIOBHSX W HArpeThIX
1o temreparypsl Beime 500 °C. U3mepsiinoch Bpems,
3a KOTOpoe HeoborpeBaeMasl CTOpPOHA Harpeercs
J0 500 °C, 1 ¢ moMoUIbI0 INTAHTCHUUPKYIS U3MEpS-
Jlach BEIMYMHA BCITyYHBaHUs 00pa3ia. 3HaueHHe Kod -
(uIMeHTa BCITyYnBaHUSI pACCUUTHIBAIOCH IO pe3ysbTa-
TaM TpeX MapajlIeNbHbIX WCIBITAHUH KaKk OTHOLICHHE
TOJIIIMHBI BCITYYEHHOTO CJIOS K UCXOAHOH TOJIIUHE T10-
KPBITHS COITacHO MeToauke [21].

UccnenoBanue penveda moBepxHOCTH, MOPPOIIO-
UM BKITIOUEHUH, a TaK)Ke U3yYeHUE JI0KaIbHOT O IEMEHT-
HOro coctapa (a3 B 00pa3iax BHIIOIHAJIOCH HA CKaHH-
pytoiem snexkTpoHHoM Mukpockone (COM) TESCAN
LYRA3 XMH (npousBozactsa ¢upmsl TESCAN, Ye-
XHsI) C DJIEKTPOHHO-ONTUYECKON CHCTEMOW Ha OCHOBE
Karoja ¢ nmoneBoil amuccuent tuna lorTku. s onpe-
JeJIeHUs] JIOKAJIbHOTO COCTaBa BKJIIOYEHUH M MOCTPO-
€HMsI 2JIEMEHTHBIX KapT Ha OCHOBE aHaju3a CHUrHaja
XapaKTepPUCTUYECKOTO PEHTI€HOBCKOIO H3JIyYeHUS
HCIIONB30BaJICS JHEProAMCIEPCUOHHBIA AETEKTOP
(®IC) Ultime MAX 100 (mpousBomctBa (UPMEI
Oxford Instruments, BemukoOpuranus) ¢ sHEepreTHye-
ckuM pazpemieHueM 127 3B u akTUBHOHW MIOMAABIO
pabouero kpucramia 100 MM JlomoaHUTEIbHAS TPO-
OomonroroBka o0Opasma OCYIIEeCTBISUIACH IyTeM Ha-
MBUICHUS. TOHKOTO CJOS yriepoaa (TONIIMHON OKOJIO
15 um) B ycranoBke Q150TES (nmpousBozactBa Gpupmbl
Quorum Technologies, BenukoOpuTtanus) MeToI0M
TEPMHUUYECKOTO HCIAPECHUS YIIEPONHONH HHUTH C IEIBIO
00€CIeYnTh AIEKTPOIPOBOTHOCTh ITOBEPXHOCTHO-
ro cios obpasnoB. Mukpoanamusel Ha COM u 3/1C
MIPOBONMIINCH TIPH YCKOPSIOIMIEM HAIPSHKCHUH TIep-
BHYHBIX 3J1eKTpoHOB 10 KB, TOKe amexTpoHHOTO 30H1a
B auana3one ot 100 mA mo 1 HA u B paboueit kamepe
COM mpu Bakyyme 5-107 I1a. Bce 3aperucrpupoBaH-

2TOCT 8832-76. MarepuaJibl JTJakoKpaco4Hbie. MeTOIbI ITOTyYeHUsI
JIAKOKPACOYHOTO MOKPBITHS Ul MCHBITaHUS: yTBepxkaeH I[locra-
HoBreHneM [ocymapcTBeHHOrO KomuTera ctanmaptoB Cosera Mu-
nuctpoB CCCP or 21 suBaps 1976 . Ne 167, BBeneH B aeicTBUe
1 suBapst 1977 1.

m POZHAROVZRYVOBEZOPASNOST/FIRE AND EXPLOSION SAFETY 2020 VOL. 29 NO. 5



BE3OMNACHOCTb BELLIECTB U MATEPUAAOB -

Puc. 1. Bun ucxomnoro (a) u cocrapenHoro Ha 9 et (b) obpasuos OBII (yBennuenue 45 kpar)

Fig. 1. Intumescent fire-proof coating (with the magnification factor being equal to 45): @ — initial condition; » — exposed to

the artificial ageing of 9 years

HBIE CHEKTPBl XapaKTEPUCTHIECKOTO PEHTTEHOBCKOTO
m3nyuenus (DJIC-criekTpbl) 00pabaThIBAIAChL B IPO-
rpaMmHOM Takete AZtec Advanced.

PentrenodasoBrlii ananu3 o0pa3oB MPOBOAMICS
Ha HacToJibHOM audpaxromerpe dudpeii-401x (mpo-
u3BojcTBa AO «Hayunsle npubops», Poccust) B peHT-
reHoonTHueckoid cxeme bperra — Bbpenrano (octpo-
¢dokycHas Tpyoka bCB-33, HanpshkeHne Ha TpyOke —
25 kB, Tok — 5 MA, xpomoBslit anog (A = 2,29091A),
pasmep menu koummaropa — 0,2 MM, H30THYTHIH TO-
3UIIUOHHO-YYBCTBUTEIBHBIN JIETEKTOP C IUANA30HOM
OTHOBpEMEHHOH peructpauun — 43°). Perucrpauus
IU(GPAKIMOHHOTO CIEKTPa TOPOIIKOBBIX 00pa3IoB
(pazmepHOCTh YacTull — 40 MKM) BBITTOJTHSJIACH B JIH-
anasone ynioB 20 ot 10 mo 75° ¢ BpameHuem obpasia
u skcnozunuen 600 c. @a30Bblil MOTYKOINYECTBEHHBIN
aHaM3 OCYILIECTBIBUICS B HPOTPAMMHOM KOMILICKCE
Difract, 6a3a nu¢pakiiuoHHbIX AaHHBIX — PDF2.

HK-crekTpbl nccaenryeMbix 00paslioB MOTY4YEHBI
Ha uHOpakpacHoM ¢ypre-criekrpomerpe OCM 1201
(mpomsBonctBa pupmel «MHDpacnek», Poccns) B 1ua-
nazone 4000...400 cm! ¢ paspemennem 4,0 cm!, yrcio
ckaHoB — 4. TIpoGomoaroToBka o0Opas3IioB OCYIIECT-
BIISUIaCh C HMCIOJIb30BAaHHEM METO/Aa TaOJIeTHPOBAHUS
¢ KBr (nmpeccoBanue npu nasieHun Oonee 550 MIla
C HETpepBIBHOM oTKaukoil Bo3myxa jo 0,1 Ila). Ana-
T3 CIEKTPOB MPOBOMWICS B IPOTPAMMHOM IIaKeTe
Fspec 4.0.0.2.

PesyabtaTthl U UX o6cy)|(AeHue

C mnOMOMIBI0 CTEPEOCKOIMMYECKOTO MHKPOCKOIA
Ansramu CM0745 (CM0745-T) 6b110 3aUKCHPOBAHO,
yto nipu skcruryatanuu OBII npouncxoaut BHelIHee 13-
MEHEHHE CTPYKTYPbl IOBEPXHOCTH MOKPHITHS (pHc. 1).
BugHo, 9T0 00pas3ibl, coCTapeHHBIE HAa 9 JIET, UMEIOT
0oJiee PBIXIIYIO, TOPUCTYIO CTPYKTYPY B OTIUYHUE OT He-
cocTapeHHbIX 00pa3noB. IIpu 3ToM IepOX0BaTOCTH MO-

BEpPXHOCTHU MOKPHITHI Takke MeHsaercs ot 0,9 10 7 Mkm
JUISL HECOCTAPEHHOTO M COCTapeHHOro Ha 9 net obOpas-
I[0B, COOTBETCTBEHHO.

Kpome Toro, yBemuueHHe Bo3pacTa CTapeHUs
Ha 9 JIeT MPUBOJUT K YMEHBIIECHUIO KOd(duImenHTa
BCIYYHMBaHHS MOYTH B JIBa pa3a, MpU JOMYIICHHU €ro
yMeHbIeHus He 6oiee yeM Ha 30 %, cormacHo MEeTOTH-
ke [21]. Taxoke B [22] yCTaHOBJIEHO, YTO MPU YBEINYE-
HUHM BPEMEHH SKCIUTyaTalll HaOJIOHaeTcsl yMEHbIIe-
HHUE K03 (QUIUEHTA BCITyYNBAHUS.

[MapamiensHO ¢ ATUMHE MPOIIECCAMH YMEHBIIAETCS
BpeMsl IporpeBa HEOOOrpeBaeMoOil CTOPOHBI MIACTH-
HBI C pocToM cpoka skciuryaranuu OBII Oonee wem
Ha 20 %, pu AOMyCTUMBIX 3HaUCHUAX 15 %, cortacHo
Metoauke [23] (puc. 2). Takum 00pa3oM, SKCIIEPUMEH-
TaJIbHbIC JaHHBIE TI0Ka3aJH, YTO C YBEJIMYCHUEM TIepH-
oJ1a SKCIUTyaTaluu Ha 9 jet orHe3amuTHas 3 dexTuB-
HOCTb HUCCJIEAYEMOT'O IMOKPLITHA CHU3SUTCA HACTOJIBKO,
gro OBII mepecTaneT BBHITONHATE CBOU (PyHKIIHH.

Koca Ipor, MHH
65] Ratio_ Iwanmp, min 24
swelling 4
60 T — o 1%
) — 120
554 '\ ~ ]
| ~ J1g
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] PN 416
45- & 1
| ~ AN {14
404 ~— \ 1
{12
] _ o]
351 g ql0
304— . . .
0 3 6 9

T, roawr coctapuBanms / 1, ageing

Puc. 2. 3aBucumocts koddpuimenta semyunBanus (Ky.,,) 1 Bpe-
MEHH NPOTPEBA ITACTUHBI (fpor) OT CPOKA IKCILTYaTALUM

Fig. 2. Dependence of the swelling ratio and the metal plate
warm-up time on the time of operation
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Puc. 3. Bun ucxomnoro (a) u cocrapenHoro Ha 9 et (b) ob6pasuos OBII mpu yBennuenun 1500 kpar

Fig. 3. An intumescent fire-proof coating sample exposed to the 1,500x magnification: a — initial composition; » — exposed to

artificial ageing (9 years)

HccnenoBanue oopasuos OBII meTonom ckaHupyro-
1iell MEKTPOHHON MUKPOCKOIIMU C BBICOKUM IIPOCTpPaH-
CTBEHHBIM pa3pelleHrueM (~2 HM) TIOKa3alo CyIIEeCTBEH-
HBIC OTINYHUS B MOP(HOIOTHH IOBEPXHOCTH COCTAPEHHBIX
Y HECOCTapeHHbIX MOKpeITHi. Ha prc. 3 nmpuBenen Bun
HECOCTApPEHHOTO M COCTapeHHOro Ha 9 Jer o0pas3loB
OBI]I, coorBercTBeHHoO. IIpencTapiaeHsl TOMOIOrHUECKUN
Y KOMITO3UIMOHHBIM KOHTPACTHI IIOBEPXHOCTH MOKPBITHS
Ha noje 063opa pasmepoM 130 % 130 MKM, UTO COOTBET-
ctByeT yBenmmdeHuio 1500 kpar.

Ha puc. 3, a BuaHO, 9TO MOBEPXHOCTH HECOCTAPEH-
Horo oOpasna OBII coctout U3 3epeH N30MeTpHUYECKON
¢dopmbl pazmepoM 110 10 MKM, OKPY>KEHHBIX IUICHKON
(cBs3yrommM). OOIIee KOJIMYECTBO 3€PEH COCTABISIET
He Ooree 20 % ot oOmeii Maccrl. [ToBepxHOCTE COCTa-
penHoro Ha 9 aet o6pasua OBII B ocHoBHOM (Ha 80 %)
COCTOUT M3 TAONMUTYATBIX M CTOJNOYATBHIX KPHCTANIJIOB
pazmepoM 10 20 MKM C HECOBEPIIIEHHON CIaifHOCTHIO,
(parMeHTapHO OKPY)KEHHBIX IUICHKOH-CBS3YIOINM,
MpPUYeM Ha HEKOTOPBIX YIaCTKax OHa OTCYTCTBYET.

DJeMEeHTHBIN MUKPOaHAIIN3 HECOCTAPEHHOTO U CO-
crapeHHoro Ha 9 ner obpasuos OBII meronmom J1C
MOKa3aj, 4To 00pa3Ibl OTIMYAIOTCS U HA AIEMEHTHOM
ypoBHe (puc. 4).

W3 xapT pacipenenacHus IEMEHTOB TI0 IIOBEPXHO-
ctu OBII (cm. puc. 4) BUIHO, YTO B HECOCTAPEHHOM 00-
pasue OBII Bcro moBEepXHOCTH pABHOMEPHO IMMOKPHIBAET
VIIEPOI, YTO MOXET CBHICTEIHCTBOBATE 00 OTHOPOI-
HOM paclpejielieHud cBssymomero. Kucnopon Takxke
3aHUMaeT BCIO MOBEPXHOCTh 00pa3sla 3a UCKIIOYEHH-
€M HEKOTOPBIX YYAaCTKOB B BHJI€ BKpaIICHUH pazHOU

(GOpPMBI — OT KPYIHBIX TPEYTOJBHHKOB IO MEJIKHX
CyOMHKpPOHHBIX BKpaIUIeHUH, KOTOpble 00pa3yeT a3oT.
®dochop B HecoctapenHom obpasie OBII pacnpene-
JIeH PaBHOMEPHO W TIPEACTaBIACT COOOH KpYITHBIC,
1o 10 MKM KpHCTaNIBl IPU3MATHIECKOTO BUAA. TUTaH
MIPEACTABICH PABHOMEPHO B BHIE KPOIIKH Pa3MEpHO-
CThIO 1...2 MKM 110 Bcel IOBEPXHOCTH MOKPBITHS.

Ha cocrapennom o6pasue OBII yriepon pacmpe-
JIelieH MeHee PaBHOMEPHO, BH3YAJIM3HUPYIOTCS KpyI-
HbIe y4acTKH 0Oe3 TpPUCYTCTBUS JAHHOTO ODIIEMEHTa,
a ¢ocdop, a30T ¥ KUCIOPO OAHOPOIIHO PaCIpeeIeHbI
M0 BCcel MOBEPXHOCTH, HE 00pasys HaOIIOIacMbIX pa-
Hee BKPAIUICHAN.

AHanmu3upys MONydeHHBIC TaHHBIE, MO)KHO OTMe-
TUTb, YTO B MPOLIECCE CTAPEHHSI 00PA3IOB B MOKPHITUH
MIPOUCXOAAT CYLIECTBEHHOE TepepacipeaeneHue Goc-
(dhopo- U azoTocoaepKAIUX KOMIOHEHTOB U H3MEHe-
HUE CTPYKTYPhI MOKPBITHA. TakuM 00pa3oM, MOKHO
TOBOPUTH O MPOTEKAaHWH HEOOPATHMBIX IPOLECCOB
B IIPUIIOBEPXHOCTHOM CJIo€ 00pasma Mox AeHCTBHEM
BHEIIHHUX (PaKTOPOB.

3TO HOATBEPKIAIOT M JaHHBIE, OIyYeHHBIE METO-
nmamu MK-criekTpockomuu ¥ peHTreH0(ha30BOro aHau-
3a. Ha puc. 5 moka3zaHbl CIIEKTpbl UCXOAHOTO U COCTa-
PECHHBIX MOKPBITHHL, U3 KOTOPBIX BUHO, YTO C BO3PACTOM
CHEKTPBI U3MEHsI0TCs. B Ta0n. 1 mpuBeneHb XapakTepu-
CTHYECKHUE TIOJIOCH TIOITIOMICHHUS B COOTBETCTBHH C TIPH-
HAIUTSKHOCTBIO 3THX II0JOC K WCXODHBIM KOMIIOHEH-
tam OBII (cooTHECEHHE MOJ0C MPOBOAUIIOCH COIIACHO
[24, 25] u nytem cpaBHenusi ¢ UK-criekTpaMu YHCTBIX
KOMITOHEHTOB TTOKPBITHS).
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Puc. 4. DJIC kapts! pacupenenenus snemMeHToB OBII: ¢ — nucxomHoro o6pasua Ha mose o63opa 220 x 220 MKkM; b — cOCTapEeHHOTO

Ha 9 sieT oOpa3ua Ha none 0630pa 210 x 210 MM

Fig. 4. EDS maps featuring the distribution of intumescent fire proof elements: a — the initial sample on the 220 x 220 um field of
view; b — the sample exposed to nine-years artificial ageing on the 210 x 210 pm field of view

Transmittance

Koadpdunment npomyckanus

0 years

@)
3500 3000 2500 2000 1500 1000 500
Bomnnosoe yncio, cm ! / Wavenumber, cm !

4000

Puc. 5. UK-cnekrpsr o6pasioB OBII: ncxomHoro u cocrapeH-
HBIX Ha 3, 6 1 9 jeT

Fig. 5. IR-spectra of intumescent fire-proof samples in their initial
conditions and following the exposure to artificial ageing (3, 6 and
9 years)

B nepBbie Tpu rofia cTapeHUs IPOUCXOAAT U3MEHE-
HUS, 3aTparuBarore aMUHOTPYIIITBI MEJIAMHHA U TIOJIH-
¢docdara ammonus. U3MeHeHHEe UHTEHCUBHOCTH TTHKOB
cBOOOTHOM M aCCONMUPOBAHHOM cBsizu P=0, BeposiTHO,
CBSI3aHO C KPHCTAJUTM3AIMECH HOBBIX COeOMHEHHH (hoc-
(ara u aMmmonus. B pesynbrare nanbHEHIIero CTapeHus
CTAHOBSITCS 3aMETHBI U3MEHEHHS B 00acTu nedopma-
unoHHbIX konebanuit C-H cBaszeit u poct nusHus -OH,
-COH rpynm, 4To MOXET CIY>KUTh MOITBEPKACHUEM
MPOTEKaHUA PeaKuid 0OpbIBa ENH U pocTa aMophHON
cocrtasnstomieid B oopasue [18, 20]. [TosBneHne naTeH-
CUBHO#1 nostockl moriomeHus npu 680 cm! B cocrapeH-
HOM Ha 9 5eT o0pasiie COOTBETCTBYET aKTHBHON MOJIE
aHarasza (monuMmopdHas momupukamus pyTuia) [26],
9TO BO3MOXKHO B YCJIOBHUSX HOBBIIICHUS KHCIOTHOCTH
Cpenpbl.

Kak mokazan KadecTBEHHBIH PEHTICHO(A30BBIN
aHanu3 OBII (puc. 6), uCXonHblii HECcOCTapeHbI 00-
paser COCTOUT U3 CIEAYIOUNX KPUCTATMYECKUX (a3:
docdar ammonus (NH4PO3), mentaspurput (CsHi,04),
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Ta6anna 1. [IpuHaanexxHOCTh MONOC HOMIOMEHNS (QYHKIMOHAIBHBIM IPYIIIaM

Table 1. Distribution of absorption bands between functional clusters

0 et 3 roxa 6 et 9 ner DyHKIHOHAIBHAS IPyIIIa Dasa /
3477
3416 3423 3430 3358 nNH, Menamun / Melamine
3329
3134 nNH4* TTomudocdar ammonust / Ammonium polyphosphate
2953 2953
;ggg 2923 | 2919 ;ggg C-H/O/OH E?H:a?pgfptml’ e
2846 2852 entacrytnritol, the binaer
1718 1721 1721 1725 Cc=0 Cesytomee / Binder
1647 1627 1641 1670 C=C Menamun / Melamine
1553 1550 1500 1504 C=N To xe / The same
1439 1431 1449 nNHy" [enrasputput / Pentaerythritol
1402 C-N Awmugpl / Amides
1251 1255 1261 1274 P=0 Tomudocdar ammonus / Ammonium polyphosphate
1171 Ilentasputpurt, cBssyromiee
(LAY e e 1120 Carie Pentaerythritol, the binder
1089 . )
1090 1090 1087 1047 P-O TTomudocdar ammonus / Ammonium polyphosphate
1013 1016 1016 1013 PO, ITenraspurput / Pentaerythritol
875 872 885 895 P-O-P Monudocdar ammonus / Ammonium polyphosphate
808 802 808 6C-H/0NH, Menamun / Melamine
761 771 775 775 P-O Tomudocdar ammonus / Ammonium polyphosphate
674 Ti-O Amnara3 / Anatase
557 563 557 557 v(Ti-O) Pyruu / Rutile
menamuH (C3HgNg), pytun (TiO,) u mudocdar terpa- . . -
ammonus ((NH,)4P,05) (tabm. 2). g Q. Z;' S 2 S3 B
C yBenmnueHuneM Bo3pacTa o00pa3ioB (a3oBbIid Z = E: S Z "::, | E’ :'j S %
coctaB ganHoro OBII ocraercss HEU3BMEHHBIM, HO M3- 2 LS | E Z | &) = E
MEHSIOTCSI COOTHOIICHHS KPHCTAIMYECKUX (a3, yBe- § || I l | 8;231_5 | /
JTMYMBACTCS KOHIEHTpanust gudocdar TerpaaMmonns =
Y YMEHbIIIAeTCS KOHIIEHTpanus MenamuHa. Kpome toro, g (6 ner
C YBEJIMICHHUEM BO3pacTa o0pasiia MpOUCXoaaT HeOomb- £ | e
e (1o 2 %) u3MeHeHHus: 00bEMOB KPUCTAILITHYECKON :S.; 3 rona
suelikn TIaBHBIX $a3: yBelwuenue B ciydae pocdara 5 3 years
aMMOHUS M YMEHBIIEHHUE B CITydae OKCH/Ia TUTAHa. = 0 ner
0 years
BbiBOAbI -— et
10 15 20 25 30 35
Kak moxazanu maHHbIE KOMIUIEKCHOTO HCCIEIO- 26 (Cu), °

BaHWS, B PE3YyNbTaTe KIMMATUIECKOTO BO3IACHCTBHS
MIPOUCXOAAT CYIIECTBCHHBIC W3MCHEHHUS KOMITOHEHT-
HOTO M CTPYKTYPHOTO COCTaBa MOKPHITHA. CTapeHme
MIOKPBITHH Jla’ke Ha 3 TOfa MPUBOAUT K CHIKEHHIO KOH-
LEHTPALUN OCHOBHBIX KOMIIOHEHTOB, HHTUOUPYIOIUX
npouecc ropenus: nonugocdara aMmmonus Ha 15 %

Puc. 6. TudpakrorpaMMbl HCXOJHOTO U COCTApEeHHOTO Ha 3, 6,
9 ner oopasnoB OBII ¢ 0603HaUCHHBIMH XapaKTePHBIMU MaKCH-
MyMaMH OCHOBHBIX (a3

Fig. 6. X-ray diffraction patterns of initial intumescent fire-proof
coating samples and those exposed to artificial ageing (3, 6, 9 years)
with characteristic peaks of main phases
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Ta6anna 2. [TomykonnuecTBeHHBIN (a30BbIi COCTAB UCCIIELyeMbIX 00pa3oB

Table 2. The quantitative phase composition of the studied samples

®daz30BbIi cocTaB dopmyna 0 ner 3 roga 6 ner 9 ner
Monudocdar ammonus / Ammonium polyphosphate NH4PO, 53 51 47 46
Tlenraspurput / Pentaerythritol CsH,0,4 14 15 16 16
Menamun / Melamine C3HgNg 7 6 5 4
JHuoxcun tirana / Titanium dioxide TiO, 25 25 28 28
Judocdar terpaammonns / Tetra ammonium (NHy)4P,0, 1 3 4 6
diphosphate

Tpumeuanue. T10IyKOTNIECTBEHHBIN COCTAB PACCUUTAH M0 COOTHOIICHUIO HHTETPANIBHBIX IUIOMAAeH AU paKINOHHEIX MAKCHMY-
MOB (HOTPEIIHOCTh aHanm3a £1 %).

Note. The correlation between integral areas of diffraction peaks (analytical error =1 %) is used to analyze the semiquantitative
composition.

u MenamuHa Ha 40 %, 4TO BBI3BIBAET YMEHBIICHUE KO- JI71s1 KOHTPOJISI COXPaHEHMs OTHE3AIUTHBIX CBOWCTB
s¢duienTa BCIy4rnBaHus Oosee yeM B 2 pa3a U Bpe- U (UKCALUM W3MEHEHUH B MHOTOKOMIIOHEHTHBIX CHCTE-
MEHH MpOorpeBa HeOOOrpeBacMO CTOPOHBI IJIACTUHBL.  MaX JIAaHHOTO THIIA, HCTIONB3YEMBIX Ha 00BEKTaX IKCILTY-
[TonoOHbIe M3MEHEHUS CBUACTENBCTBYIOT O CHIKCHUN — aTalliy, TpeJylaraeTcs MOCTOSHHBIN KOHTPOJIb B BHJIC
OTHE3alMTHOW 3(PPEKTUBHOCTH TMPUMEHEHHOTO OTHE- OIICHOYHOTO €XXErOJHOTO HCCIICIOBAaHMS, B TOM YHCIIC
3aIMTHOTO MaTepuana. KOMITJIEKCOM HCIIOIh3YEMBIX METOIOB.
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