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SYNTHESIS AND PROPERTIES OF PROTECTIVE COMPOSITIONAL
SOL-GEL COATINGS CONTAINING GRAPHENE

V.V. Vaskevich', D.L. Kovalenko', Tuan Anh Nguyen’, V.E. Gaishun', Thien Vuong Nguyen’

'Francisk Skorina Gomel State University
2Institute for Tropical Technology of Vietnam Academy of Science and Technology, Hanoi

AnHoTtanus. OnpeeneHsl ONTUMAIBHBIC YCIOBUS CHHTE3a U METOAUKA MOJYYCHUs KOMIIO3HIMOHHBIX 3alIUTHBIX 30JIb-Tellb
MOKPBITHI, CONEpPIKAIINX MEIKOIMCIEPCHBIE MOPOIIKH OKCHJAa THTaHa (YIJIepoja) M HAHOPa3MEpHBIH MOpOLIOK rpadena.
IIpencraBneHsl pe3ynbTaThl KCCIENOBAHUA TONIIUHBI, aAre3UH U MOPQOIOTHH MOBEPXHOCTH IIOIYyUCHHBIX IOKPBITHIL.
VYcTaHOBIGHO BIMSHUE COCTaBa M KOHIEHTpAlMu rpadeHa Ha TBEPAOCTb, YAAapONPOYHOCTb, CTOHKOCTh K HCTUPAHHIO H
runpodoOHble cBoicTBa. IIpoBeneHBI HCCIENOBAHUS BIIArOCTOMKOCTH, CTOMKOCTH K BO3IEIHCTBUIO COJICBOIO TyMaHa H
CTOMKOCTH K TeMIepaTypHBIM KOIE€OaHHUSIM MOTyIEeHHBIX 30JIb-TelIb IOKPBITHIA.

KiroueBbie cioBa: 30J/1b-2€Jlb, n,1eHK006pa3ylou4u12 pacmeop, KOMNO3UYUOHHbIE NOKPblMUsl, MOJIWUHA, adeesuﬂ, Mexanuvdeckas
npo4Hocme, cmotikocms K mepmoyuKiIuposaturo.
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Abstract. The optimal conditions for synthesis are determined. The technology for obtaining composite protective sol-gel
coatings that contain finely dispersed powders of titanium oxide (carbon) and nanosized graphene powder is described.
The results of analyzing the thickness, adhesion, and surface morphology of the resulting coatings are presented. The influence
of the composition and concentration of graphene on the hardness, impact resistance, abrasion resistance and hydrophobic
properties is established. The moisture resistance, resistance to salt fog and resistance to temperature fluctuations of the
resulting sol-gel coatings are investigated.

Keywords: sol-gel, film-forming solution, compositional coatings, thickness, adhesion, mechanical strength, resistance to
thermal cycling.
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BBenenne

CoBpeMeHHbIC 3allUTHBIE MOKPBITHS JOJDKHBI
COOTBETCTBOBATh HECKOJIBKUM OOIUM TpeOOBaHH-
SIM: OHM 00s3aHBI OBITH JKOJOTMYECKH YHCTLIMU,
JOJIrOBCYHBIMH, yﬂOGHbIMI/l JJIsI HAHECCHUA U JICTKO
MOJIIABAThCS KaK CYyXOH, TaKk M BIAXKHOH YOOpKe.
3amUTHBIC TOKPBITUS O0sI3aHBI 00JIAIaTh XOPOIICH
aAre3uei K MOBEPXHOCTH U OBITH CTOWKAMHU K KOP-
pO3UH, MEXaHUYECKAM IMOBPEKICHUSIM H BO3JCHCT-
BUIO yIBTPapHOIETOBOTO M3ITydeHms. Kpome Toro,
KO MHOTHM BHJIaM IOKPBITHH MPEIbSBISIOTCS CIIe-
UanbHbIE TPeOOBaHUS, TaKWE KaK TIOBBIIIICHHAS
HM3HOCOCTOMKOCTh, CTOMKOCTh K PacTPECKUBAHUIO,
YAapOIpPOYHOCTs U OHU JOJDKHBI 001aJaTh CTOWKO-
CThIO K BO3JCHUCTBHIO MOPCKOTO TyMaHa M TeMIiepa-
TYPHBIM KOJIEOaHUSIM.

B nocnenHee BpeMsi KOMIIO3UTHBIE IOKPBITHS
CTAIA HEOThEMJIEMOH 4YacTbl0 HWHHOBAaLlMOHHOI'O
TIporpecca, OTKPbIBasi HOBbIE BO3MOKHOCTH 110 CpaB-
HCHUIO C TpaJUUHUOHHBIMU 3alllUTHBIMU MaTepualia-
MH. brnaromaps coueTaHMIO YHUKaJIBHBIX CBOICTB
Pa3HbIX KOMIIOHCHTOB, MOYXHO CO3/1aBaThb 3allIUTHBLIC
MOKPBITUSL ISl Pa3JIMYHBIX TOBEPXHOCTEH, BBIJE-
JIIOIIMXCSI BBICOKMMH 3KCIUTYaTallHOHHBIMHU Xapak-
TEpUCTUKAMU TIPH OTHOCHUTEIHEHO HEOOJIBIION CTOU-
MOCTH.

OmHEM W3 TPOTPECCHBHBIX W OBICTPOpa3BH-
BAIOIMUXCSI METONOB IOJYYEHHUS] KOMIIO3ULIMOHHBIX
NOKPBITUH € 3aJaHHBIMM CBOMCTBAMM SIBIISIETCS
30Jb-Te’db MeToH. McIosib30BaHME KOMIIO3MIIMOH-
HBIX HAaHOCTPYKTYPHPOBAHHBIX 30JIb-T€JIb IOKPBI-
THﬁ, B OTJIMYHMC OT CYHICCTBYIOLINX aHAJIOTOB, IIO3BO-
JIIeT OOBCTUHUTH JIyYIlIHEe CBOMCTBA CTEKJIOBHIHOMN
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MaTpUIBl ¥ MEIKOJUCICPCHOTO HAMOJHUTENS JUIs
MPHUIAHUA T0JIy4YaeMbIM MaTepuajaM yIIy4YIIeHHBIX
(PU3UKO-XUMUYECKUX M MPOYHOCTHBIX XapaKTepH-
CTHUK IO CPAaBHEHHUIO C CYHICCTBYIOLIIUMU aHAJIOTaMU
3aIUTHBIX TOKpbITHiA [1]-[3].

B pabote npencrasiena meroanka GpopMHpO-
BaHUs U CBOMCTBA KOMIIO3UIMOHHBIX 30JIb-T€b I0-
KpPBITHUIA Ha OCHOBE KPEMHMHOPraHWYECKOW MaTpH-
IbI, COJEpIKAINeil apMHUPYIOIIHE TOPOLIKH OKCHAA
TUTaHa WM YIJIepoja, MOAU(PHUIPOBAHHBIE HAHO-
pa3sMepHBIM ITOPOLIKOM rpadeHa.

1 CuHTe3 MaTepuaioB

I[J'lﬂ MOJIYUCHUA KOMITO3UIIMOHHBIX HOKpblTHf/II
C XOpOIlIeH MIACTUYHOCTBIO U aJre3uei K MeTayiam
HEOOXOMMO WCITONB30BaTh TUOPUIHBIC COCTABEI, B
KOTOPBIX COBMECTHO C TPaIUIMOHHBIMH TETPadTH-
noprocwmukatom  (TD0C)  (299,0%  (GO),
Si (C,Hs50),, mpomsBoactea Sigma-Aldrich, 'epma-
HUSA) OyIeT WCIONB30BATHCS METIIITPHITOKCHCHIIAH
MT3C) (=299%, CH;Si(OCHs); mpomsBozicTBa
Sigma-Aldrich, I'epmanus).

3076 TOTOBAT CIEIYIOUINM O00pa3oM: CMEIIH-
BalOT HEOOXOIMMOE KOJMYECTBO METHITPUITOKCH-
CWJIaHA W TETPa’THIOPTOCHIHKATA, IOJyUYCHHYIO
CMECh  3QJMBAIOT  W3OMPOIWIOBBIM  CIHPTOM
(>99,5%, C3H,OH npoussoactesa EMPLURA, I'ep-
MaHHs) W TnepeMmemuBaroT. [locne cMmemmBaHUs B
3Ty CMeCh JO00aBIIIOT PACTBOP a30THOH KHCIIOTHI
(HNO;) B nemonmsuposannoii Boge (H,O) u mepe-
MEIMBAIOT. MaccoBO€ COOTHONICHHE HCXOIHBIX
KOMITOHEHTOB COCTaBUIIO MTOC : TOOC :
C;H,0H : H,O : HNO; =2:1:2:0,75:0,02.

Jlns momHOTO CO3peBaHUs pacTBOpa €ro Heoo-
XOJMMO BEIIEpKaTh IPU KOMHATHON TeMIIepaType B
TeueHue 2—3 JAHEMH.

MenkoaucepcHbIe OPOIIKH OKCHA TUTAHA U
yriepoja BBOIAT B BHJEC MAacCOBOW HABECKH IPH
WHTCHCUBHOM TICPEMCIIUBAHUN K CBEXKEIPHUTOTOB-
JICHHBIM pacTBOpaM B KOHIEHTpamusax or 20—
30 macc.%. HanopasmepHsblii nopomok rpadeHa
BBOJAT B BHJE MAacCOBOIl HaBECKH K YK€ Iepeme-
[IAHHBIM KOMIMO3WIMOHHBIM PAacTBOpaM B KOHIICH-
tpanusx ot 0,1-0,5 macc.%.

PacTBOpBI HAHOCSAT ¢ OMOIIBIO KPACKOMYJIbTa
Ha IPAMOYTOJBHBIE MTOATIOKKH (pazmepom 10x5 cm)
U KPYXKH (AZHaMeTpoM 3 €M) H3 AIIOMHUHHEBOTO
crutaBa 1105AM, BbIpe3aHHbIE U3 IUIOCKHX JIUCTOB
TOJIIMHOM 1,5 MM, mmocTaBisieMble Komnanuei «Ilu-
notlIpo» (Poccust). PacTBOp pacmbUISIOT MO BCEi
MOBEPXHOCTH PAaBHOMEPHBIM CJOeM B 2—3 3axona
JUTsE 00eCIieYeHHs] BU3yaTbHOM CIUTONTHOCTH B OIHO-
POIHOCTH.

Ha 3aBepmarormem stame TepMmuueckas oOpa-
00TKa IPUBOIUT K 3aBEPIICHUIO PEAKIUN pa3loikKe-
HUS IPOMEKYTOYHBIX MTPOAYKTOB THAPONIN3A U TIOJ-
HOMY YAAJICHUIO OCTAaTKOB PACTBOPHUTENS U OPTraHU-
YeCKMX BemecTB. [Iporecc Cymiku HauWHaeTcs Ha
MOBEPXHOCTH TOKPBITHs. OOpa3yromascs CBEpXy
IUIOTHAS IJICHKA TPENSITCTBYET CBOOOAHOMY OTBOIY
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MIapOB PAaCTBOPUTENS, HAXOASAIIMXCSA B HIDKEICKa-
MUX CJ0SX. OTO YBEJIMYMBAaeT BpeMsl CYLIKH U
yXyJIIAaeT KayecTBO IuieHKU. [loatomy cymiky mpo-
BOJAT MO3TAHO: B HAYAJIBHBIN NepuoA (IIpU UHTEH-
CHBHOM HCIIapEHUU PACTBOPUTENIS) TIPH TEMIEpary-
pe (60-100)° C B Teuenune 20-30 MuHYT (CKOPOCTH
HarpeBa =~ 5° C B MUHYTY), 3aTeM NP TeMIlepaType
(200-250)° C B Teuenne 30-60 MHHYT (CKOpPOCTH
HarpeBa ~ 10° C B MuHyTY). CKOPOCTb OTBEPKIACHHA
TIOKPHITUH 3aBHCHT OT THIA IUIEHKOOOPAa3yIOIIEro
pactBopa W TommuHBI MOKpbITus [1], [2]. Crucok
MOJTy4EHHBIX 00pa3noB mpeacTasieH B Tabmmre 1.1.

Tabmuna 1.1 — CocTaBbl MOJTy4YEHHBIX KOMIIO-
3ULHOHHBIX 30JIb-TelIb TOKPBITHH, COJEpIKaIINX
MEJIKOIUCTIEPCHBIE IOPOILIKH U rpadeH.

CogeprkaHue, T
Obpasen 3omp Si0,| TiO, | Yraepon | I'paden
S1 70 30 — 0,1
S2 70 30 — 0,2
S3 70 30 - 0,5
S4 70 — 30 0,1
S5 70 - 30 0,2
S6 70 - 30 0,5

2 UccnepoBanue aare3uu M TOJIIMHBI MOJTY-
YEeHHBIX KOMITIO3NIHOHHBIX MOKPBITHIA

Tak kaK KOMIIO3UIIMOHHEIE 30JIb-TeJb HOKPHI-
THA c()OPMHUPOBAHBI HA HOUIOKKAX U3 AIFOMUHHUS U
[0 TOJNIIMHE ONM3KHM K 3HAYEHMSAM JIAKOKPACOYHBIX
MaTepHajIoB, KOHTPOJIb TOJIIMHBI IIPOBOAMIH C HC-
nosnb3oBanueM TtoimuHoMmepa CEM dt-156, koro-
pBIM TIpenHa3Ha4YeH Ui Hepa3pyLIalolIero u3mepe-
HUS TOJIIUHBI HOKprTPIﬁ.

Pe3ynbraThl MCCIeNOBAaHMS TOJIIMHBI IOJY-
YEHHBIX KOMITO3MLIMOHHBIX TOKPHITUI INpencTaBiie-
HBI B Ta0mwme 2.1.

Tabnuma 2.1 — Pe3ynbraTel ompenerHus TOJ-
LIWHBl KOMIIO3UTHBIX OKPBITHH

Oo6pazer Toj;fﬁﬂa’ Buenrnuit BUI NOKPBITUS

benblii ¢ HEOOIBIINM TTISTHLEM

S1 17,6 £0,5 — :

S2 18,3+ 0,5 !

’,A\ ol
53 [169+0,5 ECEIINEAEEN G !
MaToBbIi YepHBIN

S4  131,7+0,5

S5 129,5+0,5

S6  132,2+0,5
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Cunmes u ceoticmea 3AUUMHBIX KOMNO3UYUOHHBIX 30]1b-2€/1b noprlmm?, codepo/camux epa([)en

TonmuHa MOTYYEHHBIX KOMIIO3HIIMOHHBIX MO-
KpBITHII BapbupyeTcsa oT 17 MKM 10 32 MKM U 3aBH-
CUT TUIA HAMOJHUTENA. Bonbiiei TommuHol 001a-
JIAIOT MOKPBITUS C YIJICPOJIOM, B CPEIHEM HX TOJ-
IIMHA COCTaBIsgeT =~ 31 MKM, 3TO CBSI3aHO ¢ Ooiee
MTOBBIIIICHHOW BS3KOCTBIO PAacTBOPA, UTO IMO3BOJSET
(hopmMupoBats Gosiee ToNCThIe ciion. KoMITO3UIHOH-
HBIE TIOKPBITHS C OKCHIIOM THTaHa UMEIOT TOJIIHHY
17—18 MKM, 3TO CBSI3aHO C MaJIBIM Pa3MEpPOM YaCTHIL
(okomo 0,2—0,8 MKM) ¥ €ro IUIOTHOHM YIaKOBKOW MpH
pacIbUIeHHH Ha MOUTOKKY. /lo6aBka HaHOpa3MepHO-
ro mopoinka rpadeHa He OKa3bIBaCT BIMSHUS Ha
TOJIIIUHY M3-32 €r0 HE3HAYUTEIILHON KOHIICHTPAIIUH.

[IpoBeneHue anre3MOHHBIX MCIBITAHUNA TO3BO-
JISICT YCTaHOBHUTH CTEICHb MPOYHOCTH COCIAUHCHHS
TIOKPBITHA € MOIOXKKOH. B pabore uccienoBanue
aaresun nposoawiu cornacHo I'OCT 31149-2014
METO/IOM PELIETYaTOro Haapesa [4].

Pe3ynbraThl UCTIBITAHUS TTOKA3BIBAIOT, YTO BCE
TOKPEITHSA, COAEpIKAaIe IMOPOIIKH, UMEIOT CaMbIi
BBICOKHMH Kiacc aare3uu coriacHo 1ISO 2409:2013 —
Kmacc 0 (xpas Haape3oB MOJHOCTHIO TJIAAKHE;

S1

WD9mm 10,000  1pm

S2

WD9mm x10,000 1um

S3

WD9mm x10,000 1pm

CETMEHTHI PEeIIeTKH He OTCIOWINCh). CTOUT OTMe-
TUTh, YTO YBEJIUYCHHE KOHIICHTPAIIMH HAHOPa3Mep-
HOTO MOPOIIIKA YIIIEPOo/1a HEe BIUICT Ha aJIre3UOHHBIC
CBOWMCTBA KOMITO3UIIMOHHBIX 30JIb-T€JIb TIOKPBITHIA.

3 Onpenenenne Mop(¢o10ruu MOBEPXHOCTH
MOJIy4YeHHBIX KOMIO3MIIMOHHBIX MOKPBITHIi

Ha pucyske 3.1 mnpencraBiensr COM-
n300pakeHNs] TOBEPXHOCTH 00Pa3IOB aTIOMHUHUS C
MIOKPBITHEM, IMOJYYECHHBIX C MOMOMIBIO CKaHHPYIO-
IIeT0 AJIEKTPOHHOTO MuKpockoma JSM 6510LV
(JEOL, SAnonwus).

Ha nonyyennbix COM-n300pakeHHsx oBepX-
HOCTH 00pas3loB XOpOLIO BUAHBI rpad)eHOBbIE HAHO-
TUIACTHHKY (cpeanuid pa3mep Kotopbix 150-200 Hwm),
c(OpMHUPOBABIINECS U3 HAHOPA3MEPHOTO IOPOIIKA
rpadeHa, pazMep KOTOPHIX yBEIHYHBACTCS C YBEIH-
4yeHHeM KoHIeHTpaiuu rpadena (500-700 HM mis
obpasma S3). OTu maHHBIE MOATBEPKIAIOT XOpOIIee
pacripenenenue rpadeHa B KPEMHHEBOH 30IIb-TEIb
MaTpHIe Ha OCHOBE OKCHIA KPEMHHMS C HaIlOJHHTE-
JIeM B BUJIE OKCHJa TUTaHa [5].

x30,000 0.5ym ——

%x30,000 0.5um  —

WDImm %30,000 0.5pm —

Pucynox 3.1 — COM-u3o00paxenns 00pa3oB ¢ HOKPHITHEM
(ciera: x10 000; cripasa: x30 000): S1, S2 u S3 cocTaBbl HOKPBITHIA U3 TaOIHIIEL 1.1
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4 UccneqoBaHue MeXaHM4eCKHX M JKCILTya-
TANMOHHBIX XAPAKTEPUCTHK MOJYYaeMBIX KOM-
MO3UIIMOHHBIX MOKPBITHIT

4.1 HUccnedosanue eudpoghobuuix ceoticms.

I'mapohoOHBIMU SIBISIFOTCSL MaTepuaibl U I0-
KPBITHS, YTOJ CMAa4MBaHHsI KOTOPBIX BOJOW M BOJ-
HBIMH pacTBopamu mpesbimiaer 90°. I'mapodo6-
HOCTP — CBOWCTBO, KOTOpPOE ONpenersercs He
CTOJIBKO XapaKTePHCTUKAMHU MaTepHalla B IEJIOM,
CKOJIbKO CBOWCTBAaMHU U CTPYKTYPOW IPUIIOBEPXHO-
CTHOTO CJIOSI TOJIIMHON B HECKOJBKO JECATKOB Ha-
HOMETPOB. BO3MOXHOCTH BOCCTAaHOBIJICHHUS THUAPO-
(hoOHOCTH sIBNISIETCS YHMKaIbHOW XapaKTEPUCTUKOW
KPEMHHHOPraHUYEeCKUX 31acToMepoB. MMeHHO 3Ta
XapaKTCpUCTHUKa 06CCHe‘II/lBaeT UM IPEUMYIICCTBO B
YCIIOBUSIX CHJIBHBIX 3arpsS3HEHHH 10 CPaBHEHUIO C
JpYTHMMH 3allUTHBIMK MaTepuajlaMi. AHanu3 THI-
pooOHBIX CBOWCTB (KpaeBOro yriia CMadMBaHHA)
MOBEPXHOCTH TIONYYIECHHBIX KOMIIO3HUIIMOHHBIX II0-
KPBITHI TPOBOAWIIN C UCIIOJNB30BAaHHUEM aHAIHA3ATO-
pa  kxpaeBoro yrima  cmaumBaHusi ~ OCA-50
(Dataphysics, ['epmanns). PesympraTsl mcciemoBa-
HUS TIpeJICTaBIeHbBI B Tabmuie 4.1.

Tabnuna 4.1 — M3mepeHHble 3HaYeHUS] KPaeBo-
O yIjla CMa4iBaHHUs

aOpasuBHOU Oymaroi. Yrona Haxxuma Ha TIOBEpX-
HOCTh — 45°, HaZJaBIUBAIOT HAa MTOBEPXHOCTh MOKPHI-
THst ¢ Harpy3ko# (750+10) r. TBeprocTh MOKPBITHS
COOTBETCTBYET TBEPJOCTH KapaHjalia, KOTOPbIH
ele He MOBpeXJIaeT nokpeitie. Kapanaamm nmeror
TBEpPAOCTh B Auana3one ot 6B no 9H, rue TBepaocTh
TIOKPBITUSI COOTBETCTBYET MaKCHUMaJIbHOW TBEPIOCTH
KapaH/aIia, KOTOPEIA He TIOBPEKAAET OKPBITHE [6].

OCHOBHOW W3 XapaKTEPUCTHK, OTIPENEIISIONIINX
CPOK 3KCIUTyaTallld M CTONKOCTh TMOKPHITHA NpHU
nedopmanuu BMecTe ¢ NOMIOKKOM, SIBISIETCS] MPOY-
HOCTh HOKPBITHH mpu ynape. JIro6oe MOKphITHE 3a
HEepUOJT BCETO CPOKa IKCIUTyaTalluy U3/ENHs, BKIIO-
yasi MMPOIeCC TPAHCIOPTUPOBKH M MOHTa)Ka U KOH-
qgasy ero 3KCHJ’IyaTaLII/leI‘/II B pasjiIMyHbIX KJIMMaTU4eC-
CKUX YCJIOBHSX OKpY>Karolleld Cpejbl, UCIIBITHIBAET
JVUHAMHYECKHE M CTaTUYECKHE Harpy3kd, Cpenu
KOTOPBIX ylap, U3rud, BUOparus.

Jns uccnenoBaHus yoapONPOYHOCTH HCIOIh-
syercst mpubop Ymap-Tecrep (OOO «I'pammeHT-
TexHO», MOCKBa) COTJIACHO YCJIOBHSM, OMHCAHHBIM
B 'OCT 4765-73 [7]. Meroauka u3MepeHHs Mpod-
HOCTH TIOKPBITHHA TPH yZape 3aKJIF0YaeTcsl B HaHe-
CEHUM C OIPEAEICHHONW BBICOTBHI yIApHOIO BO3ZACH-
CTBHS I10 TTOKPBITHIO OOWKOM C HAKOHEUHUKOM C(e-
puueckoit (OpMBI C IMaMETPOM 8 MM M TapUpOBaH-
HOM Maccoil BenmuuuHoH 1 Kr.

Pe3ynbraThl McciienoBaHus TBEPAOCTH U yxa-
POIIPOYHOCTH TOJYYEHHBIX IOKPBITHH MpelcTaBie-
HBI B Ta0mwme 4.2

Tabmuma 4.2 — Pe3ynpraTel HCCICIOBAHUS
TBEPAOCTH U YIAPOIPOYHOCTH

O6pazen Kpaesoii yron
CMaYMBaHUsL,
SO (mmactuHa 96,43 + 0,71
AITIOMHUHHSA)
S1 102,1 £0,27
S2 106,60 + 0,66
S3 12127 +1,12
S4 99,1 £0,54
S5 104,34 £+ 0,65
S6 111,5+0,82

3HayeHHe KpaeBOro Yrila CMAadWBaHUS UL
YUCTOW aJIFOMMHHUEBOM TMOJIOKKH COCTaBIIsieT 96°.
Hanecenne KOMIO3UMIMOHHBIX 30J1b-T€Ib NOKPBITHI
MO3BOJISIET TIOBBICUTH KPAaeBOW YroJ CMadyWBaHUS 110
121° mis MOKPBHITHH ¢ OKCHMAOM TUTaHA u g0 111°
JUTS TIOKPBITHH, COEpKAIINX YTIIEPoA. DTO CBA3AaHO
¢ HanmuueM Si— CH; rpynmel v yBennMueHHEeM KOH-
LUEHTPAllMd HaHOPa3MEPHOIro TIopolika rpadeHa.
[TokpbITHA ¢ HANOJHWUTENEM B BHAEC OKCHIA THTaHA
HUMEIOT OOJIBIIUI YroJI CMAYMBaHUSI 110 CPABHEHHUIO C
MOKPBITUAMH, COJCPKAIUMH YTIICPOI,.

4.2 HUccnedosanue meepoocmu u yoaponpou-
HoCmU.

B makokpacodHOW MPOMEBIIIICHHOCTH CTaH-
JAPTHBIM METOJOM OIPEICIICHHUs] ITPOYHOCTH II0-
KPBITUS SIBIISIETCS METOH LapamraHbs KapaHIaIIOM.
[Ipu ucmpITaHUSAX HCIONB3YIOT TBeproMmep «Kon-
cranta-TK» (OOO HTII «3xcnept», Mocksa) Ha-
0op kapaHpamei ¢ pa3InIHON TBEPAOCThI0. BrIcTy-
namoomas 4acth rpudens KapaHjaaiia UMeeT JJIHHY
npuMepHo 6 MM. IlocrnenHuil MMeeT LMIMHIApHUYE-
ckyio (opMy, a ero KOHYHMK CTOYEH TOHKOM

16

.. Pesynbrar ucneltanus Ha
Oo6paser; | TBépmocTh

YAapONPOUYHOCTh
S 6H HE3HAYUTCIIbHBIC
pacTpecKUBaHUs

S2 6H HET BUJUMBIX 1e(eKTOB

S3 7TH HET BUJUMBIX 1e(eKTOB
S4 4H HE3HAYUTEIbHBIC
pacTpecKUBaHHUsI
S5 SH HE3HAYUTEIbHBIC
pacTpecKUBaHUS

S6 SH HET BHJIUMBIX JC(PECKTOB

YBenuuenne conepxaHus rpadeHa B 000MX
tunax nokpeituit ¢ 0,1 macc.% mo 0,5 macc.% mno-
3BOJISIET TIOBBICUTH MX TBEPJOCTb U, KaK CIIEICTBHUE,
YBEJIMYUBAIOT MX YCTOMYMBOCTh K IapanuHaM OJja-
rojapsi HaJMYMIO XKECTKHX apMHUPYIOIIUX HaHOYa-
crun rpadeHa BHyTpH MaTpuubl. C yBeIM4eHHEM
KOHIIGHTpaLi rpadeHa IOBBIIIAETCS TBEPIAOCTh
TIOKPBITUN: JUISI TIOKPHITHHA ¢ OKCUJOM THUTaHa ¢ 6H
(npu xonnentpauusix rpagpena 0,1-0,2 macc.%) no
7H (npu xoHuentpaiusax rpadena 0,5 macc.%), s
MOKPBITUI C HAaNIOJIHUTENEM M3 OKcHuja TuTaHa ¢ 4H
(npu xoHneHrtpanmsax rpadena 0,1 macc.%) mo 7H
(pu xoHUEeHTpanmsax rpadena 0,2—0,5 macc.%).
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Cunmes u ceoticmea 3AUUMHBIX KOMNO3UYUOHHBIX 30]1b-2€/1b I’lOKpblmul;, codepmamux epa([Jeu

Pe3ynbraTsl UCHBITAHUS yOAPONPOYHOCTH II0-
Ka3bIBaIOT, YTO 00pa3lbl ¢ OOJBIIMM CO/IEPKAHUEM
rpadeHa He UMEIOT BUIMMBIX ITOBPEXACHHH U Tpe-
IIMH ToCNe MclbITaHus. Takum 00pa3oB, yBelye-
HHE KOHIIEHTpauuu rpadeHa B MaTpuie HO3BOJSET
YIY4IIUTh yIapOIPOYHOCTh IOJYYaeMbIX 3allHT-
HBIX TTOKPBITHH.

4.3 Hcceneooganue cmotikocmu K UCHUPAaHUro.

Eme omauM Ba)KHBIM TTapaMeTpPOM TIpU HCCIIe-
JIOBAaHWU 3aIIUTHBIX TOKPBITHH SBISETCS €ro CTOMi-
KOCTh K UCTHpaHuio. B pabote cTONKOCTh K HCTHPa-
HUIO ONpeAesulach METOAOM HCTHPAHHS PE3UHO-
BbIM HAaKOHCYHHUKOM, HU3TOTOBJICHHBIM M3 Hl/ILl_leBOﬁ
pe3unsl cpeaneii mwiotHoctu (I1-C), yepe3 Garucro-
BYIO MPOKJIAJKY IIPU Harpy3ke Ha HakoHe4HUK 200 r.
[Ipu npoBeneHny UCTIBITaHUH 00Pa3LBI TOOYEPETHO
MOMEIIAl0T B YCTAaHOBKY Ul TPEHUS, TIE MPOHCXO-
nuT BozaeiicTBue Ha HUX 10000 HUKIOB HENpEepbIB-
Horo uctupanus. [locie u3BIedeHns 00pa3oB MPo-
BOJAT BHU3YaJbHYIO OICHKY MX BHEIIHETO BHIA U
[EIIOCTHOCTH HCCIIeyeMoro NoKpeITus. [1o pe3yis-
TaTaM HCIBITAHUN yCTAHOBJIECHO, YTO IOJYYCHHBIC
MOKPBITUSL HE MMEIOT CJIeOB M3HOCA Ha CBOEH IO-
BEPXHOCTH T.€. 00JAJAar0T BBICOKOM MEXaHWYECKOU
CTOMKOCTBIO K ucTupanuto (0osee 10000 nukios).

4.4 Uccnedosanue erazocmouxocmu u cmou-
KOCMU K 8030€UiCMBUIO COJLe8020 MYMAaHA.

Bnara wurpaer 3Haummylo poib B Ipolecce
paspyleHus] TOBEPXHOCTH 3allUTHBIX ITOKPBITHH,
NPUMEHSEMBIX B TPOITMUECKOM Kiumare. [TokpbiTus
BHE TIOMEIIIEHHUH MTOIBEP>KEHBI BIMSHUIO BIATH U3-32
POCHI, OCaJIKOB B BHIE HOXKIS, BO3ACHCTBHSI COIEBO-
ro TyMaHa ! T. 1.

HccnenoBanust BiIarocTOMKOCTH MPOBOAST C
MOMOIIIBIO «IIOTPY>KHOTO» TECTa B BOAY Ha 5 CYTOK,
nocJie 4ero o0pasipl U3BJIEKAIOT M CyIaT Ha BO3/Y-
xe. Ilocne BBICBIXaHUS OLICHUBACTCs BHEIIHUH BH]T
3alIUTHBIX HOKprTHﬁ. Ilo pe3yjibTaTaM UCIIbITaAHUA
MOXHO CJIeJIaTh BBIBOJ, YTO BOAA HE OKa3bIBaeT
BIIMSIHUS Ha TIOJyYeHHBbIE 00pa3libl, KOTOpbIE HE M3-
MEHWJIN CBOETO BHEIIHETO BU/IA.

[IpoBeneHo TecTUpOBaHUE YCTOMYMBOCTH IO-
KPBITHH K BOJHBIM a3p030JIsiM (COJNEBOM TyMmaH) co-
rmacao 'OCT P 52763-2007 [8]. MeTonuka TecTH-
POBaHUS MPEICTABIAET COOOH paclbUIeHHE KOHIIECH-
TPUPOBAHHOTO pacTBOpa xyuopuaa HaTpus (5%, aubo
MOPCKOW BOJABI) B CHEIHAIbHOM H30JIMPOBAHHOM
Ookce, Kyzna nomeuieH odpaseu. HenpepsiBHoe nin
MEepHOANYECKOE arpecCUBHOE BO3JICHICTBHE Ha 00pa-
3en obecreunBaeTcs 3a CUeT B3aUMOJICHCTBHS COJIs-
HOTO PacTBOpa C CXaTbIM BO3IyXOM B (OpCyHKE,
rre obpasyercss TymaH. YeMm BbIIE CIOCOOHOCTD
COTIPOTHUBIATECS Pa3beIaHUI0, TEM JOJbIIe 00pasern
MOJKET HAaXOIWTHCS B 33JaHHBIX yCIOBHAX Oe3 cie-
JIOB KOppO3uOHHOTO 3¢ ¢dekra. Takue TecTs 1M03BO-
JISIOT UMUTHPOBATh YCKOPEHHBINA MPOLIECC CTAPEHUS
00BeKTa. Y CIIOBHS HCIIBITAaHUS MOXKHO BapbHUPOBATh,
MEHSSI JUTUTEIFHOCTh BO3ACUCTBUS TyMaHa W/WIIN
€ro TeMIepaTypy.
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Bo Bpemsi HCHBITaHUS MOTy4EHHbIE OOpa3Ibl
MOMEIIAIOT B KaMepy C COJIEBBIM TyMaHOM Ha 48
yacoB npu Temneparype 27+2° C. Ilocne u3Bieye-
HUS TPOBOJST OLIEHKY BHEIIHETO BHIA 3alMTHBIX
NOKPBITHH Ha TPEeIMEeT MOsIBIeHUs Ne(EeKTOB, Clie-
JIOB KOPpO3WH WJIHM OTCJOCHHWS. Bce moiydeHHbIe
TIOKPBITHS OTIIMYHO MTOKA3aJIN ceOsl IPH MPOBEICHUH
WCTIBITaHHs (HE MMEIOT CJIENOB KOPPO3HH, OTCIOe-
HUH W JeEeKTOB).

4.5 Hcnvimanue Ha cmoukocms K mepMOYUK-
JTUPOBAHUIO.

Ha 3aBepmiaromem 3Tamne HCCIEJOBaHMS JKC-
IUTyaTallMOHHBIX XapaKTEPUCTHK IOIydaeMble IIO-
KPBITHS IPOBEPWIN HAa CTOMKOCTh K PE3KUM TEMIIE-
paTypHbIM Iiepernaaam.

TepMOUMKINPOBaHNE MPOBOAUTCS IMOCIEI0BA-
TEJIFHO: U3HAaYaJIbHO 00pa3libl pa3MeIIaloT B Kamepe
XO0JI0J1a, & IOCJE BBIACPIKKU MPH MOHMKEHHON TeM-
repaType uX MepeHocsT B Kamepy Teria. B xaxmoit
W3 3TUX KaMmep 3apaHee yCTaHOBJIeHa TpeOyemast
temrnepatypa. OZHAM W3 BaXHBIX MOMEHTOB IIPH
MIPOBEJICHUN HCHBITAHUN SIBISETCS TO, YTO BPEMs
NIepeHoca U3 OIHON KaMepbl B APYTYIO JOJKHO OBITH
MHUHHAMAIBHO. /Il UCTIBITaHNSI IPUMEHSIIOT J[BE OT-
JIebHBIE KaMephbl. B 01HOM 00pa3Iisl BRIAEPKUBAIOT
IpU HU3KOM Temrepartype, B JPyroi — MpH BEICOKOM.

MeToauka HUCHBITaHUS 3aKIIOyaeTcd B cle-
JyIoIIeM: 00pa3libl IOMENIA0T B IEPBYIO KaMepy C
temriepatypoid MuHyc (35 + 3)° C u BBLIEpKUBAIOT
TaMm TIpH JaHHOHM TeMmmeparype B TeUeHHE 3 4Yacos.
3areM pe3Ko M3BJIEKAIOT U MOMEIIAIOT BO BTOPYIO
KaMmepy, MpeABApUTEIbHO Pa3orpeTyro 10 TeMIepa-
Typsl Tttoc (100 + 5)° C, u BBIIEPKUBAIOT B Tede-
HHEe 3 4YacoB. 3aTeM CHOBa MEPEHOCAT 00pas3mbl B
MIEPBYIO KaMepy, U MOBTOPSIOT UCTIBITAHHUS.

ITo 3aBepiieHHM WCHBITAHUS MPOBOAAT BHEII-
HUM OCMOTp 00pa3LoB, U NMOBTOPHO MPOBOIST HC-
ClIeJIOBaHUE MEXaHHYECKUX XapaKTepUCTHK: ajare-
3UH, TBEPAOCTH U YAAPOIPOYHOCTH.

VYCcTaHOBIIEHO, YTO BO3IEHCTBUE BIAard M TEM-
NepaTypHbIX KoJeOaHWH He HW3MEHSeT MeXaHWue-
CKHE XapaKTEePUCTHUK MMOJIYyYEHHBIX TTOKPBITHI.

3akarouyeHue

TonmmHa NOMyYeHHBIX KOMIO3HUIIHOHHBIX TO-
KpBITUH BapbupyeTcs oT 17 MKM 10 32 MKM H 3aBH-
CHT OT THIIA HANIOJHUTEN, IIPU 3TOM A00aBKa B Ma-
JBIX KOHLEHTPALUSIX HAHOPAa3MEPHOTO MOPOIIKa
Fpa(l)eHa HC OKasbIBAC€T BJIWAHUA Ha TOJIIWHY II0-
KPBITHH.

Pe3yﬂbTaTbl HUCIIbITAHHWA Ha aAI'€3UI0 ITOKAa3bI-
BAalOT, YTO BCE IOKPBITUSA COJEpIKalllie MOPOLIKH,
HUMEIOT CaMbIii BBICOKHH KJIAcC aJre3uH COIJIACHO
ISO 2409:2013 — Kitace 0 (kpast Hagpe30B MOJHO-
CTBIO TJIaJJKHE; CETMEHTHI PEIIETKN HE OTCIIOMIINCH).

Anammz COM-u300pakeHui TOBEPXHOCTH 00-
pas3oB IOATBEP)KAACT XOPOUIYIO IMCIEPCHOCTHh
rpageHa B KPEMHHEBOH 30Jb-T€lIb MaTpHULE C Ha-
MIOJTHUTEIEM B BHJE OKCHJA THTaHA. Y CTAHOBICHO,
YTO Ha IIOBEPXHOCTH 00pa3yloTcs TIpadeHOBbIE
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HaHOIUTACTHHKH, CPEAHHUN pa3Mep KOTOPHIX yBEJH-
YUBACTCAd C TOBBIMICHUECM KOHUCHTpalUHUKU YaCTUILL
HaHOpa3MEpHOro rpad)eHa B MCXOJHOM pacTBOpE.

VYBenuueHue KOHLEHTPAalUU HaHOPa3MEPHOIO
mopomka rpapeHa B O0OMX THIIAX TOKPBITHHA C
0,1 macc.% mo 0,5 macc.% I03BOISAET MOBLICUTE HX
TBepIocTh 10 7H U, Kak ClencTBHe, YBEIHYUBATh UX
YCTOHYMBOCTh K IapalwHaM Oyiarofaps HaIAIHIO
JKECTKUX apMHUPYIOIINX HAHOYACTHUI] rpad)eHa BHYT-
pH MaTpUIbl, a TaKxke yiydmaer ruapodoOHbIe
CBOICTBA, MO3BOJISS NOBBICUTh KPAaeBOM Yroj cma-
guBaHus 10 121° my1st MOKPBITUH C OKCHUIOM THUTaHA
u g0 111° s noKpeITHH, coaep KaluX yriaepo.

PesynpraThl MCHBITAHUS Ha YIApPOIPOYHOCTh
MOKa3bIBAIOT, YTO 00pa3Libl ¢ OOJIBIINM COEPKAHH-
€M HaHO4YACTHIl rpadeHa YIyYIIAlT YIaporpoy-
HOCTB ITOJIY9aEMBIX 3aIIUTHBIX IOKPBITHHA.

[Tomy4yeHHBIC TOKPHITHS MPOILUIA WCIBITAHUS
Ha BJIIATOCTOHKOCTB C TIOMOIIBIO «IIOTPYKHOTOY TeC-
Ta B BOAY Ha 5 CYTOK U HCIIBITAHHUSA YCTONYMBOCTH
MOKPHITHI B COJIEBOM TyMaHe B T€YeHHWHU 48 dacoB
npu Temreparype 27 +2° C 6e3 U3MEHEHHUsI CBOMX
MEXaHUYECKUX XapaKTePUCTHUK.

Y CTaHOBIIEHO, YTO BCE MOTYyYEHHBIE MOKPHITHS
007aal0T  TEPMOYCTOHYMBOCTBIO  OT  MHHYC
(35+£3)°C nmo mmoc (100 +5)°C, yto naer BO3-
MOXHOCTb HMCIIO0JIb30BaTh UX HE TOJIBKO B YCJIOBUAX
TPOIUYECKOT0 KIMMaTa, HO U B 00JIee arpecCHBHBIX
cpenax.

OCHOBEIBasiCb Ha pE3yJIbTaTax MCCICIOBAHUS
MOJKHO CIENaTh BBIBOJ, YTO NPHCYTCTBHE HAHOPA3-
MepHOTo Tpad)eHa B MaTpHUIlEe YIIydIIaeT THApoQoo-
HBIE, MEXaHHYECKUE ¥ IKCIUTyaTalllOHHBIE CBOICTBA
MOJYYCHHBIX 3AIIUTHBIX KOMIIO3UIIHOHHBIX 30J1b-
reJib TOKPBITHH.

Paboma evinonnena npu nodoepoicke benopyc-
CKO20 pecnyOIuKancko2o @onoa @Gyrnoamenmao-
uolx uccnedosanuti (npoexkm Ne T23B-009), gporoa
Bvemnamcrou akademuu nayx u mexnonoeuii (npo-
exm QTBYO01.08/23-24) u eocydapcmeennoti npo-
2pammul HayuHwlx uccreoosanui Pecnyonuxu Bena-
pyco «Mamepuanogeoenue, HO8ble MAMePUAlbl U
mexHnonozuuy» 3a0anus 4.1.1 u 4.1.6.
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