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Abstract

Objectives. To study the possibility of using nitrogen-containing organosilicon compounds in the creation of heat-resistant and fire-
resistant casting compositions to seal high-voltage high-frequency equipment.

Methods. Nitrogen-containing organosilicon compounds were obtained using the N-siloxycarbonylation, formylation, and silylation
methods. The methods used in the work were infrared spectroscopy, elemental analysis, viscometry, and differential scanning calorimetry.
The mechanical and dielectric properties of the samples were determined.

Results. Previously unknown substances and compounds containing nitrogen-containing organosilicon products as components of the
curing composition were obtained. Their physicomechanical and operational properties were examined, including the possibility of using
them as filling heat-resistant and fire-resistant compositions for sealing high-voltage and high-frequency equipment.

Conclusions. It was shown that nitrogen-containing organosilicon compounds — 3-(diethylamino)-2-[(triethoxysilyl)oxy]propyl-
2-methacrylate and triethoxysilyl ester of y-triethoxysilylpropyl-carbamic acid — can be used as part of a curing system together with
bromine-containing fillers, in order to obtain compounds used for filling high-voltage high-frequency transformers, throttle valves, and
other electronic equipment elements with non-combustible properties and increased heat resistance.

Submitted: 17.04.2023
Revised: 06.07.2023
Accepted: 24.06.2024

Keywords

nitrogen-containing organosilicon compounds, filling compositions, heat-resistant and fire-resistant
filling compositions, sealing high-voltage and high-frequency equipment

For citation

Kirilin A.D., Belova L.O., Golub N.A., Pletneva M.V., Kirilina N.I., Mironov D.E. Using nitrogen-containing organosilicon compounds
in the creation of heat- and fire-resistant filling compositions to seal high-voltage and high-frequency equipment. Tonk. Khim. Tekhnol. =
Fine Chem. Technol. 2024;19(4):293-3009. https://doi.org/10.32362/2410-6593-2024-19-4-293-309

BBEAEHUE

repMeTI/BI/IpyIOIIII/IC KOMITIO3UIINH XOJIOJHOIO
OTBCPIKACHUA COCTOAT U3 Kay4dyKa, HAIIOJIHUTCIIA, BYJI-

Kpemuuniiopranndeckne repMeTHKA ¥ KOMIIAyHbI Ha OC-
HOBE HHU3KOMOJICKYJISIPHBIX KPEMHUHOPraHMYECKUX Ka-
YUYKOB, OTBEP)K/IAa€MbIX NPU KOMHATHOW TeMIieparype
B KOHTaKTe C BJIarod BO3JyXa, CTall aKTHBHO paspada-
THIBaTh BO BTOPOU TMOJOBHHE MPOIILIOTo cToJieTus. B Ha-
cTOsilIee BpeMs JIaHHbIE TPOJYKThI HaXOAAT Bce OO0Jb-
1ee MpakTHIeCKOe MPUMEHEHHE B PA3IIMYHBIX 00JIACTIX
HayKH M TEXHHKHU; OHH UCIIOJIB3YIOTCS B CTPOUTEIILCTBE,
XUMHUYECKON 1 aBUAIIMOHHOM MPOMBIIIIEHHOCTSIX, B CO-
BPEMEHHBIX JJIEKTPOHHBIX U PAJIMOTEXHUUYECKUX H3JIe-
nusix ¥ ObiToBoM Xumuu [1-3].

KaHU3YIOLEro areHTa M KaTaln3aropa OTBEPKACHUS.
Karanuzarop MoxeT cpa3dy HaXOAMTHCS B COCTaBE CMe-
CH (OIIHOKOMHOHQHTHI)IC KOMHO3I/IHI/II/I) HWJIN BBOOUTHCA
B HEE HETOCPEICTBCHHO TIepel] BYJIKaHH3AIUEeH (IByX-
KOMITOHEHTHBIE KOMIO3MLMHU). B 3aBUCMMOCTH OT Ha-
3HA4YCHHA OTHU KOMIIO3WIHHU BBIITYCKAaIOTCA pa3quH0171
KOHCHUCTCHIIMU: IMacTo00pa3HOH, THUKCOTPOITHOW HITH
BsI3KOTEKyuei [4, 5].

OcHoBOH Hambonee pPacHpPOCTPAHCHHBIX KOMIIO3H-
LU XOJIOJJHOTO OTBEPIKIACHUS SIBJIAIOTCS JIMHEHHbIE HU3-
KOMOJIEKYJIAPHBIE TOJIMOPTaHOCHIIOKCAHOBBIE KayuyyKH
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¢ MoJieKyisipHOit Maccoit oT 25000 o 100000, coneprxa-
e KOHIIEBBIE CHJIAHOIBHBIE TpymIiel (cxema 1) [6, 7].
Cpenu HUX HauOONBIINHI NPAKTUUYECKUN UHTEPEC Mpe-
CTaBJIAIOT: MOMUANMETHIICHIOKCAHbI 1, MOTUANMETHII-
METHI()EHIICHIOKCAHbl 2, TIPUBHUTBHIC COIIOIMMEPHI
0,0-TTOTMAUMETHIICHIIOKCaHInoMa, conepxkamue 1-3%
METHIIBUHUIICHIIOKCAHOBBIX 3B€HHEB U CTUPOJIA B COOT-
vomrernu 1 : 150-200, 3, a Takke MOIHIUMETHIMETHII-
TPUPTOPIIPONUIICUIIOKCAHBI 4.
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Cxema 1. Hexotopble JMHEHHbIE HU3KOMOJIEKYIPHBIE
M0JIMOPTaHOCUIIOKCAHOBBIE KayqyKH C MOJIEKYJISIPHON Maccon
ot 25000 no 100000, coneprkaliue KOHIEBbIE CHIIaHOIbHbBIE
TPYIIIBI

Scheme 1. Some linear low molecular weight
organopolysiloxane rubbers with molecular weight
from 25000 to 100000 containing end silanol groups

B kauecTBe HamomHHUTENS OOBIYHO HCIIONB3YIOT ITH-
OKCHJI KpeMHUS (IIMPOTeHHBIA WM OCAXIEHHBIN), TeX-
HUYCCKUH yIIepos, KBapIEBBIM MECOK, JTHOO JHOKCHT
TUTaHa MMTMEHTHBIH [8, 9], B KauecTBe ByJIKaHU3YIOIIIE-
IO areHTa — OpPraHUYecKHe MEPOKCUIBI, Mu(eHUIrya-
HHUJIUH, TETPAdTOKCUCUIIAH, KPEMHHUI- NIX METaJIoop-
raHUYECKUE COEAMHEHUS, UMEIOLIUE B CBOEM COCTaBe
HEe MeHee TpexX (QyHKuuoHanbHBIX rpymm [10]. B kade-
CTBE KaTaJW3aTopa OTBEP>KACHUSI OOBIYHO HCIIOIB3YIOT
comu MetaiuioB (Sn, Pb, Ti, Cr, Zn u 1p.) 1 KapOOHOBBIX
KHCJIOT, Yallle BCEro AMATHIAMKAIpUIIAT-, TUOYTUIIIU-
Kampuiaar- U anOytwiauinaypusar onosa [11-13]. Ilpu
3TOM pabOTOCIIOCOOHOCTh OPTaHOCHIIOKCAHOB Ha BO3/TY-
xe ompezensercs Temmeparypamu 250-300°C [14-16].

Jlyiss TIOBBINICHUSI JTAHHOTO TEMIIEPATYPHOTO HMHTEpPBa-
Ja OOBIYHO HCHONB3YIOT MOJHCHIOKCAHBI, COmepkKa-
mue QeHuwIbHbIe-, TPUGTOPIPONUIBHBIE PaIUKAIIbI
WM 4Yalle TaK Ha3bIBaeMbIC CBEPXKOHCTPYKIIMOHHBIE
MOJIUMepbl — OJIOK-COMOIUMEPBI JIECTHUYHOTO CTPO-
enus [16, 17]. OnHako, TOCKOJBKY MOJUMEpPHBIE MaTe-
pHaJIbl TOPIOYH, TO JUIS TTOBBINICHHUS TEPMOCTOUKOCTH
U T0XapoOE30MacHOCTH CHIIMKOHOBBIX KOMIIO3HUIIH,
KaK MPaBWJIO, IPUMEHSIOT TakKhue MUHEpaJIbHBIC HAIoJI-
HUTENN KaK OKCUIbI, THIPOKCHUIbL, FaJIOUIbl, OKCUIaJI0-
uasl 1 kapoonatsl meraioB — Ni, Co, Al, Sn, Fe, Cr,
Ti, a Takke CHIIMKATBl HIUPKOHUS M KaJbLHUs, aTFOMOCH-
JIMKaTbl ¥ Jp. WM OPraHUYECKUE HAIIOJHUTEIH, TaKue
Kak a30T-, 00p-, pocdop- U rajJoreHconepKame opra-
HUYECKHE COENMHEHHs, Hanpumep, Menamut, (ocdop-
cojieprKalie 1uoibl 1 monmonsl [17, 18].

W3BecTHO, YTO NpUMEHEHHE a30COEAMHEHUH B J10-
MOJTHEHHE K OKCHJIAM METAJIJIOB TOBBIIIAET TEPMOCTOMN-
KOCTh CHJTUKOHOBBIX Marepuanos [ 19, 20]. [Tpu stom mc-
MOJIb30BAHKE a30TCOACPIKALIMX KPEMHUHOPTraHUYECKUX
COEIMHEHNN A1 JaHHBIX IeJIed HeU3BeCTHO. MmeeTcs
JIUIIB COOOIIeHHE 00 MCITOJIb30BAaHUH Y-aMHHOIIPOITHII-
TPHUATOKCHUCHUIIAHA B KA9€CTBE MOIU(PHUKATOPA, TOBBIIIA-
OIIETO aJIre3HMI0 CHITMKOHOBOTO M HATYPAJILHOTO Kay4y-
KOB K CTEKJIy, IUIACTUKaM U IIPU HU3KOTEMIIEpaTypHOH
ByJIKaHW3aIUu Kaydyka [21].

[TockonbKy OJHOBPEMEHHOE COUYETaHHE TEPMO-
CTOWKHMX M OTHECTOWKHX CBOWCTB B OJIHOM MaTepuaje
SIBIISICTCS] aKTyaJbHOHM 3ajaueil, npeacTaBiIsiioch WHTe-
PECHBIM H3Y4YHTh BO3MOXKHOCTH HCIIOJNB30BaHUS a30T-
colepKaux KPEMHUUOPTraHUYECKUX COEAUHEHUN MPH
CO3JIaHUH TEPMO- U OTHECTOMKHX 3aJIMBOYHBIX KOMIIO3H-
UMW 71 TEPMETU3AlMK BBICOKOBOJIBTHON M BBICOKOYA-
CTOTHOM araparypsl.

OKCNEPUMEHTAJIbHAA YHACTb

OcHOBY il CO3/MaHWsT KOMIIayHJa COCTaBWJI JIMHEH-
HBIi HU3KOMOJIEKYJISIPHBII OJUOPTaHOCHIOKCAaHOBBIN
Kay4yK — CTHPOCHJ — NPHUBUTOIN COMOIMMED O, M-TI0-
JTUIMMETHIICHIOKCAHINONA 3, COOmeprKaIluil METHIIBH-
HUJICUJIOKCAHOBBIE 3BEHBS, M CTHPOJI C BA3KOCTHIO
8.0-12.0 Ila:c. B xauecTBe BYJKAaHU3YIOLIETO AarcHTa
WCTIONIB30BATM CMECh ITHIICHIMKATA FUIH TETPadTOKCH-
CWJIaHa C OKCUAOM JUOYTHIIOI0BA WM JUATUIIIUKATIPH-
JaTOM OJI0Ba C JOOABICHHEM a30TCOACPIKAIIETO KPEeM-
HUHOPTaHUYECKOTO COCMHEHUS (Tadm. 1).
WudpakpacHsie (MK) CIIEKTPBbI 3aIIUCaHbl
Ha cnekrtpomerpe Nicolet 7600 (Thermo Fisher
Scientific, CIIIA) B Ba3eJIMHOBOM Macje WJIH B TOH-
KOM cJoe. DJIeMEHTHBIH aHalu3 MPOBEAECH Ha Mpudo-
pe FLASH EA 1112 (Uramus). Auddepenunansayio
CKaHUPYIOIIYIO KaJIOPUMETPHIO OCYIIECTBILUTH
Ha JuddepeHaIbHOM CKaHUPYIOIIEM KaJlOpUMeETpe
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DSC-822¢ (Mettler Toledo, lBeitnapusi) mpu CKoO-
poctn HarpeBanus 10 rpam/muH. JlHaekTpuueckue
CBOWCTBAa OBUIM H3MEPEHBI C IIOMOIINBIO aHAIH3aTO-
pa mMmnenanca «Novocontrol Alpha-A» (Novocontrol
Technologies, T'epmaHus) W JMAIEKTPUUCCKOW sTueii-
ku «ZGS Alpha Active Sample Cell» (Novocontrol
Technologies, I'epmaHust) C 30JIOTBIMH JTUCKOBBIMH 3JICK-
Tpoaamu jauameTpoM 20 MMm. M3mepeHus: ObIIM BBITION-
HeHbl B auanasone yactor 1071100 'u. Mexannueckue

cBoiicTBa 00pa31oB ObLTH ONpPE/ICICHBI HAa YHUBEPCAIb-
HoW ucnbITarenpHoi Mammuae AGS-10kNG (Shimadzu
Corporation, Snonus). OOpa3upl sl ONpeAeTeHUs
OPOYHOCTH HAa PACTSHKCHHE W YIUIMHCHHE TPH pas-
pBIBE TPEACTABISUIA COOON IMOJOCKH C pa3MepoM pa-
Ooueit wact 3 X 20 MM; CKOPOCTb PACTSIKEHHUS CO-
crapmsia 10 mm/MuH.  J[MHAMHYECKyIO BSI3KOCTh
OTIpEICTSUTH Ha PpOTAIlMOHHOM BHCKo3umerpe Haake
Viscotester C (Thermo Electron Corporation, CIIIA).

Taomuua 1. Mcnonb3yeMsle a30TcoepKalive KpeMHUHOPraHUYeCKUe COSAMHEHUS

Table 1. Used nitrogen-containing organosilicon compounds

CchuIKa Ha HCTOYHHK

Bemectso IIpon3BoanTeNs, CTpPaHA MPOUCXOMKICHUS C METOAMKOH MOITyIeHHS
Substance Manufacturer, country of origin Reference to production
procedure

Crupocun HUUCK?!, Canxr-Tletepbypr, Poccus

(HU3KOMOJIEKYIISIPHBII OJIMMEpP CTUPOCHIT)

Styrosil NIISK', St. Petersburg, Russia

(low molecular weight polymer styrosil)

OTHICHIIKAT 3a600 xumuveckux KOMnOHeHmMog

(oricnnukar-40, Mapka A, BBICIINIA COPT; STHJICUITAKAT-32) «DKOTEK»?, Poccus

Ethyl silicate EKOTEK Chemical Components Plant*, Russia -

(ethyl silicate-40, grade A, premium grade; and ethyl

silicate-32)

TerpasTokcucmIal (TETPa’ITOKCHCHIIAH, MapKa A, 3a600 xumuveckux KOMnOHeHmog

98.5%) «OKOTEK», Poccust _

Tetraethoxysilane (tetracthoxysilane, grade A, 98.5%) EKOTEK Chemical Components Plant, Russia

Oxcun muOyTrionoBa (1udytuinonaosa okcu, 98%) Acros Organics3, Benbrus

Dibutyltin oxide (dibutyltin oxide, 98%) Acros Organics®, Belgium

JM T AMKanpuiar ojioBa 3a600 xumuveckux KOMnOHeHmog

(karanuzatop 230-15 — pacTBOp AUATHIAMKANIPHIIATA «IKOTEK», Poccus

0JI0Ba B 9TUJICHIMKaTE-32)

Tin diethyl dicaprylate EKOTEK Chemical Components Plant, Russia

(catalyst 230-15 — solution of tin diethyl dicaprylate

in ethyl silicate-32)

Y-AMHHOIIPOIMITPUITOKCUCHIIAH Acros Organics, benbrust

(3-aMHUHOTIPONMII-TPUITOKCUCHIIAH, 99%)

y-Aminopropyltriethoxysilane Acros Organics, Belgium

(3-aminopropyltriethoxysilane, 99%)

TpUMeTHICHINIOBBIN AGUpP AUITHIKAPOAMUHOBO#

KHUCJIOTBI - [22]

Diethylcarbamic acid trimethylsilyl ester

I'muupauveTakpunar (UM IUIMeTaKkpiiat, 97%, ctab.)
Glycidyl methacrylate (glycidyl methacrylate, 97%, stable)

Acros Organics, benbrus

Acros Organics, Belgium

U https:/fgupniisk.ru/. Tara o6parmenus 03.04.2024. / Accessed April 03, 2024.
2 https://www.eko-tec.ru/. Jlara obpamennus 03.04.2024. / Accessed April 03, 2024.

3 https://www.thermofisher.com/ru/ru/home/chemicals/acros-organics.html. JTara obpamenus 03.04.2024. / Accessed April 03, 2024
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Taomuua 1. [Ipomomkenne

Table 1. Continued

CchllIKa Ha HCTOYHUK

BemectBo IIpousBoauTens, CTpaHa MPOUCXOKACHUS C METOIMKON MOTY4YEeHHUs
Substance Manufacturer, country of origin Reference to production
procedure
TpusTokcHcHIan (TpuITOKCHCHIaH, 95%) Acros Organics, benbrus
Triethoxysilane (triethoxysilane, 95%) Acros Organics, Belgium
Huccepranus

TpUATOKCHCHITHIOBBIH YQUP TUITHIKAPOAMUHOBON
KHCIIOTBI

Diethylcarbamic acid triethoxysilyl ester

J1.0. Benosoii?

Diss. Dr. Sci. (Chem.)
of L.O. Belova*

Mertundopmuar (Merundopmuar, 97%)
Methyl formate (methyl formate, 97%)

Acros Organics, benprus

Acros Organics, Belgium

Bce ucxonmubie coenuHeHus mnepesn ynoTtpebe-
HUEM THIATEJBHO OCYIIAJIM W OYUIIAJIU MEeperoH-
koi. CHHTETHUYECKHE OIepalli, BBIJCICHUE U OT-
0op mpoO usg aHanW3a COCNMHEHUN IMPOBOJAUIU

B aTMoc(epe CyXxoro azora. XuMUUECKUe (POPMYIIbI,
Ha3BaHUS M IH(PBI HUCHOJIB3YyEMBIX a30TCOnIEpXKa-
IUX KPEMHUMOPraHUYECKUX COECIUHEHHUHN MpPUBEJE-
HBI B Ta0. 2.

Tadmuua 2. Mcnonb3yeMble a30TcoepKaliie KpeMHUHOPTaHUYECKIE COCTMHEHUS

Table 2. Used nitrogen-containing organosilicon compounds

Xummdeckas hopmyia

Chemical formula

Haszpanue Tudp

Name Code

(Et0),Si(CH,);NHC(0)O

2,2-JTusTokcu-1,6,2-0kcaa3acuienan-7-oH

2,2-Diethoxy-1,6,2-oxaazasilepan-7-one

Ipoxykr 111-269
Product 111-269

(Et0),Si(CH,),NHC(O)H

v-(TpHUITOKCHCHITHINIPOIINIT)-(hOpMaMUIT
v-(Triethoxysilylpropyl)-formamide

[poxykr 111-300
Product 111-300

2-(AuaTrnamuno)-3-[ (TpU3TOKCH-CHITIIT ) OKCH | IPOTIHII-2- 5CAM
. MeTaKpuar
(Et0);Si0CH,CH(NEt,)CH,0C(O)C(Me)=CH, . . . .
2-(Diethylamino)-3-[(triethoxysilyl)oxy]propyl-2- ESAM
methacrylate
TPUATOKCHCHUITNITIOBBII 3GUP Y-TPUITOKCUCHIIHIIPOIIIII- ocy
(EtO),Si(CH,),NHC(O)OSi(OEt), KapOaMHHOBO KHCJIOTBI
Triethoxysilyl ester of y-triethoxysilylpropyl-carbamic acid OSU

2,2-JImaTokcn-1,6,2-okcaazacuienan-7-oH (MPOIyKT
111-269). Cmecp 15 r (0.07 Monb) Y-aMHHOTPOIIHII-
TpudTOoKcucminana u 12.83 r (0.07 mMoib) TpUMeETHICH-
JUIIOBOTO 3(upa AUITHUIKApOAMUHOBOM KHUCIOTHI Ha-
TpeBad, HWCIONB3Yys TOJOBKY IIOJHOH KOHICHCAIIHH,
IO TIPEKpAIlCHHS BBIACICHUS TUITHIIAMHUHA U JTOKCH-
TPUMETHUIICUIIAHA. BaxyymupoBanuem BBIJIENS-
m 14.9 v (97%) mpomyxra 111-269 B BHIE BS3KOTO

4

Maci000pa3HOro BellecTBa, KOd(Q(GUIMEHT TpenomIie-
uus np?0 1.4459. UK-cnextp (v, em1): 1690 (C=0);
3310 (N-H). Haiineno, %: C 43.81; H 7.82; N 6.39.
CgH,,O,NSi. Beruaucneno C 47.96; H 9.77; N 7.99.
B nucceprauun O.B. benosoii*: n,?% 1.4459. UK-cextp
(v, em™1): 1680 (C=0); 3310 (N-H).
3-(AndTHaamMuHO)-2-[(TPUITOKCHUCUIHII)OKCH |-
nponui-2-merakpuaar (QCAM). K 8.1 1 (0.057 moin)

Benosa JI.O. Hosvie no0xoowr k cunmesy u npumeHeHuo Oua3omcooepiucaumux KpeMHUOp2aHu4eckKux coeouHeHull: Tc. ... -pa XUM. HayK.

M.: 2011. 283 c. [Belova L.O. New approaches to the synthesis and application of diazot-containing organosilicon compounds: Diss. Dr.

Sci. (Chem.). Moscow: 2011. 283 p. (in Russ.).]
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DIAIAIWIMETAKpUIIaTa MeIUIeHHO pao0aBmsmm 159 1
(0.057 MoOIB) TPUATOKCHUCHITHIIOBOTO 3(Upa TUITHIIKAP-
0aMUHOBOW KHCIIOTHI, MIEPEMEIIUBAIIN MIPU TEMIIEpaType
55°C B Teuenue 6 4. BakyymupoBanueM 1pu 1 MM pT. CT.
B TeueHue | u Belgemsumm 17.22 1 (80%) DCAM
B BHUJE HEMEPErOHSIOEHCs KUIKOCTH, nDZO 1.4255.
UK-cnektp (v, cM): 1690 (C=0); 1640 (C=C).
Hatineno, %: C 54.15; H 9.45; N 3.91. C,;H;50,NSi.
Brrunciieno C 54.08; H 9.34; N 3.70.
TPUITOKCUCUIMIOBBIA 3(PUP Y-TPHITOKCHCHIINII-
nponuwikapéamuuoBoii kucjaorel (OCY). Cwmech
141.6 T (0.64 MoOnb) Y-aMHHOIPONMWITPUITOKCHUCHIIA-
Ha ¥ 105 1 (0.64 MOnb) TPUITOKCHCHIIAHA HArpeBallud
o 45°C u mpu TmepeMelInBaHUM TPOITYCKaU JAHOK-
cuj yriepona B TedeHue 12 4. BakyymupoBaHuem mnpu
1 MM pr. cT. B Tedenue 1 4 momyunmu 245.5 r (96%) OCY
B BHJC Heleperousomeiicss xuakocru, np?’ 1.4244.
UK-cnektp (v, cm !): 1690 (C=0); 3340 (N-H).
Haiineno, %: C 44.85; H 8.85; N 3.31. C,H;,O¢NSi,.
Beraucaeno C 44.94; H 8.7; N 3.27.
v-(TpudTokcucummmanponuia)popmamux (MPOAYKT
111-300). B xonOy, cHaOXXEHHYIO TEPMOMETPOM U TO-
JIOBKOM OT pPEKTH(UKAIMOHHOW KOJOHKH, ITOMEIIAIN
23.4 r (0.11 Monp) Y-aMUHOIPONMMITPUITOKCUCHIIAHA
1 6.6 T (0.11 Monb) MeTHIIPOpPMHUATa, HATPEBAIH U TIOCIIE
0TOOpa BBACISIONICTOCS METHIIOBOTO CITUPTA MEPEroH-
Kot kyOa Beinessum 23.84 1 (86.9%) npomykra 111-300,
Temmeparypa kumeHust 146-147°C (2 MM pr. cT.),

O o
I I

np?® 1.4390. HK-cmextp (v, em!): 1680 (C=0);
3310 (N-H). Haiineno, %: C 48.07; H 9.30; N 5.40.
C,oH,30,NSi. Beruncneno C 48.16; H9.31; N 5.61.

PE3YJIbTATbl U UX OBCYXAEHUE

Panee HamMu TPOBOAMIIMCH HCCICIOBAHUS BO3MOXK-
HOCTH HCIOJIb30BAaHUSl a30TCOAEPIKALIMX KPEeMHUH-
OpPraHWYEeCKUX COENMHEHHH B KauecTBE KaTallu3aTo-
pPOB OTBEP)KIECHUS CUJIMKOHOBBIX KayuyKkoB [24, 25].
[Tomyyaemple TOKPBITHS 0081l MOPO30CTOHKOCTBIO,
BBICOKUMH JUAIEKTPUUECKUMU CBOMCTBaMH, MOBBIIIICH-
HOM MEXaHMYECKOM U 3JIEKTPUUECKON MPOYHOCTHIO, aJl-
re3ueil, OIHaKo OKa3aJHuCh I'OPIOYMMM, YTO HE BCernaa
MO3BOJISIO UX KCIOJIB30BaTh, OCOOCHHO ISl AJIEKTPOU-
30JIIIMN CUJIOBOW M parioantaparypsl.

[Iponomkas 3TH Ucciael0BaHus, CHauajla B Ka4ecTBe
OTBepAUTENs NpuMeHsu nponykt 111-269 (2,2-nu-
3TOKCHU-1,6,2-0KCaazacuienal-7-oH) W ITHICHIIH-
kar-40, xopomo ce0s 3apeKOMEHIOBAaBINIHE paHEe,
a 3aTeM UCIONB30BaJH P APYrHX BIEPBbIE CUHTE3U-
POBaHHBIX a30TCONEPKAINUX KPEMHUHOPTaHMYECKUX
coenuHeHuH (Tadm. 1). DCAM ObLI CHHTE3UPOBAH C UC-
MOJIb30BaHUEM TPUITOKCUCUIIMIOBOTO 3hupa AUITUII-
KapOaMuHOBOH KUCIIOTHI (cxema 2). OCY ObuT monydeH
0 peakiuu N-CHIIOKCHKapOOHMINPOBaHUs (cxeMa 3),
a npoaykr 111-300 — mo peaxkuuun (GHopMUIHPOBa-
Hus (cxema 4).

0
I

CH, — CHCHzOCCI = CHy + (CyH5),NCOSi(OCyHs); —> (C,H5),NCH,CHCH,0CC = CH,
I I

\ /
O CH,4

(C,H50);Si0 CH;

Cxema 2. [Tomyuenne 3-(IUITHIIAMHHO)-2- [ (TPHITOKCHCHITIIT )OKCH [Tponmit-2-MeTakpuinara (DCAM) ¢ moMombio

TPUITOKCUCUIINIIOBOTO 3(1)Hpa I[I/ISTI/I.IIKap6aMI/IHOBOI71 KHCJIOTBI

Scheme 2. Preparation of 3-(diethylamino)-2-[(triethoxysilyl)oxy]propyl-2-methacrylate (ESAM) using triethoxysidyl ester

of diethylcarbamic acid

0
I

(C2H5O)3Si(CH2)3NH2 + C02 + HSi(OC2H5)3 E—— (C2H5O)3Si(CH2)3NHCOSi(OC2H5)3

Cxema 3. [TonyyeHne TPHUATOKCHCHIIMIOBOBOTO 3(Hpa Y-TPHUITOKCHCHITAIIIPOIHIKapOaMiuHoBoil kucinoTel (OCY) mo peakuuu

N-CHIIOKCHKapOOHMITMPOBAHHS

Scheme 3. Preparation of triethoxysilyl ester of y-triethoxysilylpropylcarbamic acid (OSU) by N-siloxycarbonylation

0
I

0
I

(C2H50)3SI(CH2)3NH2 + CH3OCH m’ (C2H50)3SI(CH2)3NHCH
- 3

Cxema 4. [Tonyuenue y-(TpudTokcucmunnpont)popmamuia (mpoaykr 111-300) no peakiyn GpopMuinpoBaHus

Scheme 4. Preparation of y-(triethoxysilylpropyl)formamide (product 111-300) by formylation
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Vlcnonb3oBaHme a30TCOAEPXKALLMX KPEMHUNOPraHNYECKUX COEAMHEHMIA NMPU CO30aHNN TEPMO- U OTHECTOMKNX A.L. Kupunuu
3a/IMBOYHbIX KOMMO3ULMIA 4151 FEPMETN3aLMM BbICOKOBOJILTHOW U BBICOKOYACTOTHOW annapaTypbl nap.

B kadecTBe HamogHMTENCH HCHOIB30BAIH BA CO-
CTaBa — CMECh, COACPIKAIIYIO a3pOCHII (HAMTOJTHUTEIH
Ha ocHoBe rekcabpomoOensona (I'b), ero cocraB npuse-
JieH B Tabi. 3), u cMech 0e3 aspocmiia (HAalloJIHUTENb Ha

Tabauna 3. CocTaB UCIIOJIb3yEeMOI'0 HAIIOJIHUTENSI HA OCHOBE
rekcabpomben3oina (Harnonuurens ['b)

Table 3. Composition of the filler based
on hexabromobenzene (GB filler)

ocHoBe jaekadpomumudpenunokcuaa ([b), cocraB mpwu-
BeJIcH B TaOJI. 4). Pe3ynbrarhl HCTIBITAHWA KOMIIO3HIIUN
IIPY UCTIOIB30BAHUU PA3IHYHBIX BYJKAHU3YIOIIMX arcH-
TOB ¥ HAaIlOJHUTENEH MpecTaBieHs! B Tadm. 5—-11.

Taodumua 4. CocTaB UCIOJIB3YEMOTO HAIOJHUTEIIS HA OCHOBE
nexabpomaudenunokcuia (Harnoaaurens JIb)

Table 4. Composition of the filler based on decabromodiphenyl
oxide (DB filler)

Bemectso MaccoBble yacTi Bemecteo MaccoBble yacTu

Substance Weight parts Substance Weight parts
I'excabpombenson 495 JlexaObpoMH(h CHUITOKCH 478
Hexabromobenzene ' Decabromodiphenyl oxide '
Menamun Menamun

. 30.0 i 314

Melamine Melamine
THIPOOKKCH ATFOMHHHS «4.) 140 THAPOOKKCH ATFOMHUHHS «4.) 143
Aluminum hydroxide (pure) ' Aluminum hydroxide (pure) '
Kap6onar xanprus 6.0 KapOonar xaspius 6.0
Calcium carbonate ’ Calcium carbonate ’
Anspocun 200 0.5
Aerosil 200 '

Tadauna 5. BausHre BUia HAITOTHUTEIS M CTETIEHH €T0 HANIOJHEHNUS Ha BSI3KOCTh Kaydyka, (PHM3HKO-MEXaHMIECKHE CBOMCTBA
BYJIKaHHU3aTa ¥ CIIOCOOHOCTB K camMo3aryxaHuto. OTBepIUTeIb, BECOBas 4acTh (B..): ATmiICHINKaT-40, 2.6; okena audyTtuinonosa, 0.025

Table 5. Influence of the type of filler and the degree of its filling on the viscosity of rubber, the physical and mechanical properties
of the vulcanizate, and the ability to self-extinguish. Hardener, weight parts (wt.p.): ethyl silicate-40, 2.6; dibutyltin oxide, 0.025

[Tapamerp 3HaueHue
Parameter Value
Crupocun (9.0 ITa-c), B.u.
L 100 100 100 100 100 100 100 100 100
Stirosil (9.0 Pa-s), wt.p.
Hamonuaurens J1b, B.4.
- 30 - 40 - 50 - 60 -
DB filler, wt.p.
Hanomnuwrens I'B, B.4.
- - 30 - 40 - 50 - 60
GB filler, wt.p.
JluHammrueckas BS3KOCTh, [1a-c
L . 9.0 13.5 16.6 18.3 21.5 28.3 33.0 35.0 38.0
Dynamic viscosity, Pa-s
JKuznecnocoOHOCTD
npu 20°C, MuH >120 40 40 40 40 40 40 30 30
Viability at 20°C, min
IIpenen npounoctu npu pactsoxeruu, MIla
. 2.45 2.55 1.86 2.45 2.06 1.18 0.98 2.45 2.06
Tensile strength, MPa
OTtHOcUTeNbHOE YUIUHEHUE, %o
. . 120 110 100 85 120 85 110 105 80
Relative elongation, %
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Taomuua 5. [Ipogomkenue

Table 5. Continued

[Tapamerp 3HaueHue

Parameter Value

Monyns cxarus npu 20°C, MIla
. 2.94 - - 2.45 - 2.84 - 3.14 -
Compression module at 20°C, MPa

Temneparypa kpucramiuzanuu, °C

Crystallization temperature, °C

Z[PIZ)IICKTPI/I‘ICCK&S{ MNPpOHUIACMOCTDb

ua yacrore 103 I'u, mpu 20°C
. . 32 - — 32 - 34 - 3.5 -
Dielectric constant on frequency 10° Hz,

at 20°C

tg 8* ma wactore 103 I'n, mpu 20°C

0.002 - - 0.0051 - 0.0087 - 0.0073 -
tg 8* at 10° Hz, 20°C

Camo3aryxaHue, ¢
Self-extinguishing, s

DiekTpryecKas IpoYHOCTh, KB/MM
. 35 - - 40 - 38 - 33 -
Electrical strength, kV/mm

*tg O — TaHTEHC yIila AUAIEKTPUUECKHX MOTEPh, ONPEAEIAETCS KaK OTHOLIEHHE aKTHBHON COCTABIISIONIEH TOKA yTEUKH Yepe3 H30ISALUI0
K €T0 PEaKTHBHOM COCTaBIISIOLIEH

*tg § (dielectric loss tangent) is defined as the ratio of the active component of the leakage current through the insulation to its reactive
component

Taéanua 6. BausiHue oTBep)xaalolel CHCTEMbI Ha TEXHOIOTHYeCKUe U (PU3MKO-MEXaHHYECKHE CBOMCTBA KOMITAyH/1a.
OtBepautens (2 B.u. — 100%): Terpastoxcucunan — 80%; npoaykt 111-269 — 20%; nustunaukanpuiar onosa — 0.02%

Table 6. Influence of the curing system on the technological and physicomechanical properties of the compound. Hardener (2 wt.p. — 100%):
tetracthoxysilane — 80%; product 111-269 — 20%; tin diethyldicaprylate — 0.02%

[Tapamerp 3HaueHue [Tapamerp 3HaueHue
Parameter Value Parameter Value
Crupocun (3.3-9.0 [a-c), B.u. 100 Bpewms orBepxnenus npu 20°C, cyTtku )
Stirosil (3.3-9.0 Pa-s), wt.p. Curing time at 20°C, day
Hanonuwrens /1B, B.4. B Temneparypa kprucTammmsanuu, °C 60
DB filler, wt.p. Crystallization temperature, °C

Hanonuutens I'b, B.4.
— JupnexTpudeckast IpOHULAEMOCTD

GB filler, wt.p. Ha uactore 103 I'n, npu 20°C 3.6

JIuHaMHU4eCKas BA3KOCTh, [1a-c Dielectric constant at 103 Hz, 20°C
89

D ic vi ity, Pa-
ynamic viscosity, Pa-s tg & Ha gacrote 103 ', ipu 20°C

Kuznecnocobrnocts npu 20°C, Mux 120 tg & at 103 Hz, 20°C 0.002
Viability at 20°C, min
Camo3aryxaHue, ¢
IIpenen npounocTu npu pactskennu, Mlla 1227 Self-extinguishing, s
Tensile strength, MPa
DnekTpudeckas MpOYHOCTh, KB/MM
OtHOCHUTENBHOE YUTHHEHHE, Y0 24-30

Relative elongation, % 70-210 Electrical strength, kV/mm
\ , %

Temnocroiikocth, °C

150
1.96-2.94 Heat resistance, °C

Monyns cxarus pu 20°C, MIla
Compression module at 20°C, MPa
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Tabauna 7. BnusHue oTBep kaaromei CHCTeMBbI Ha TEXHOJIOTHYECKHe U (PU3HKO-MeXaHNIeCKHe CBOUCTBA KommayHaa. OTBEpANTENb,
2 B.4.: Terpasrokcucuiad — 80%; D9CAM — 20%; austunnukanpunar onosa — 0.02%

Table 7. Influence of the curing system on the technological and physicomechanical properties of the compound. Hardener, 2 wt.p.:
tetracthoxysilane — 80%; ESAM — 20%; tin diethyldicaprylate — 0.02%

[Tapamerp
Parameter

3HaueHne
Value

Crupocun (3.3-9.0 [Ta-c), B.u.
Stirosil (3.3-9.0 Pas), wt.p.

100

100

100

100

100

Hanonuurens /b, B.4.
DB filler, wt.p.

40

50

60

Hanonuaurens I'b, B.4.
GB filler, wt.p.

30

Jlunamuueckas BSI3KOCTb, [la-c

Dynamic viscosity, Pa's

9.0

16.6

18.3

28.3

35.0

Kuznecnocobrocts npu 20°C, Mmux
Viability at 20°C, min

120

120

120

90

90

IIpenen npounocTu npu pactsxennu, Mlla

Tensile strength, MPa

2.16

1.96

2.26

2.35

2.06

OTHOCHTENBHOE YIUIHHEeHnE, %

Relative elongation, %

113

100

120

90

90

Monyns cxarus npu 20°C, MIla
Compression module at 20°C, MPa

2.75

3.14

2.75

2.65

3.04

Bpewms orsepaxaenus npu 20°C, cyTku

Curing time at 20°C, day

Temneparypa kpucramiuzanuu, °C

Crystallization temperature, °C

JImoneKTpryecKast IpoHUIaeMocTh Ha yactote 10 I'iy, mpu 20°C
Dielectric constant at 10° Hz, 20°C

32

32

33

34

3.5

tg & ma gacrore 10 ', ipu 20°C
tg & at 10° Hz, 20°C

0.0018

0.0039

0.0047

0.0104

0.0072

Camo3zaryxaHue, ¢

Self-extinguishing, s

1.6

DnekTpuyeckas MPOYHOCTh, KB/MM

Electrical strength, kV/mm

27

30

30

40

TemnocroiikocTh, °C

Heat resistance, °C

150

Tabonuna 8. Bausiaue OTBep)KI[aIOH.[eﬁ CUCTEMbI HA TCXHOJIOTUYCCKUE U (i)I/ISI/IKO-MeXaHI/I'-IeCKI/Ie CBONCTBa KoMIiayH/aa. OTBepI[I/ITeJ'IL,

2 B.4.: OCAM — 20%; nuytunaukarnpuiar ojosa — 0.03%

Table 8. Influence of the curing system on the technological and physicomechanical properties of the compound. Hardener, 2 wt.p.:

ESAM — 20%; tin diethyldicaprylate — 0.03%

ITapamerp 3HaueHue
Parameter Value
Crupocun (3.3-9.0 [Ta-c), B.u.
L 100 100 100 100 100
Stirosil (3.3-9.0 Pa-s), wt.p.
Hanonuurens /b, B.4.
- - 40 50 60
DB filler, wt.p.
ToHkne xummyeckme TexHonorum = Fine Chemical Technologies. 2024;19(4):293-309 301



Using nitrogen-containing organosilicon compounds in the creation of heat- and fire-resistant

filling compositions to seal high-voltage and high-frequency equipment

Alexey D. Kirilin,

etal.

Taomuua 8. [Ipomomkenne

Table 8. Continued

[Tapametp
Parameter

3HaueHne
Value

Hanomautens I'b, B.4.
GB filler, wt.p.

30

JlnHamMuueckas BI3KOCTh, [1a-c

Dynamic viscosity, Pa-s

9.0

16.6

18.3

28.3

35.0

XKmsnecnocobnocts npu 20°C, Mun
Viability at 20°C, min

120

90

90

90

60

IIpenen npounoctu npu pactsokenun, MIla

Tensile strength, MPa

1.27

1.37

1.47

1.47

1.47

OtHOCHUTENbHOE YIIIMHEHUE, %

Relative elongation, %

250

150

180

170

130

Monyns cixarus npu 20°C, MIla
Compression module at 20°C, MPa

2.16

2.16

2.45

2.75

2.84

Bpewms orsepxaenus npu 20°C, cyTku

Curing time at 20°C, day

Temneparypa kpucrammuzanuu, °C

Crystallization temperature, °C

—60

—60

—60

—60

JlmaieKTpryeckas IpoHKUIaeMocTh Ha yactote 103 'y, mpu 20°C
Dielectric constant at 103 Hz, 20°C

3.2

33

34

34

tg & ma wacrore 103 I'ny, mpu 20°C
tg & at 103 Hz, 20°C

0.0052

0.0053 0.0074

0.0083

Camo3atyxaHue, ¢

Self-extinguishing, s

DnexTpudeckasi HpOYHOCTh, KB/MM

Electrical strength, kV/mm

36

Ta6muna 9. BiusHue oTBepKaaronieil CHCTeMbl Ha TEXHOJIOTHYECKHE U QU3HKO-MEXaHHYECKHE CBOMCTBA KoMIayHaa. OTBEpAUTEb,
2-3 B.u.: mpoaykt 111-300 — 100%; mustunaukanpunar onosa — 0.02%

Table 9. Influence of the curing system on the technological and physicomechanical properties of the compound. Hardener, 23 wt.p.:

product 111-300 — 100%; tin diethyldicaprylate — 0.02%

ITapamerp 3HaueHue ITapamerp 3HadyeHue
Parameter Value Parameter Value
Crupocmt (3.3-9.0 [Ta-c), B.u. IIpenen nmpounoctu
L 100 100 100 MII
Stirosil (3.3-9.0 Pa-s), wt.p. TTpU pacTAXKCHHH, a 2.55 - 2.35
Tensile strength, MPa
Hanonuurens /b, B.4.
40 50 60
DB filler, wt.p. OTHOCHTEIIFHOE
yanuHeHue, % 90 _ 80
JlunaMuueckas BI3KOCTb, . .
Ma-c 183 283 350 Relative elongation, %
Dynamic viscosity, Pa-s Moyt ciKkaTus
mpu 20°C, MIla
KusuecrocodHoCTh P . 2.45-3.43 (2.45-2.94| 2.55-2.84
npu 20°C, MmuH 40 40 30 Compression module
Viability at 20°C, min at 20°C, MPa

302
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Ta6auna 9. [Tponomxenue
Table 9. Continued
ITapamerp 3HaueHue ITapamerp 3HageHne
Parameter Value Parameter Value
Bpewms orBepxkaenus tg & ma wacrore 103 I,
npu 20°C, cyTku 1 1 1 npu 20°C 0.0050 - 0.0184
Curing time at 20°C, day tg & at 10% Hz, 20°C
Temmeparypa Camo3aTyxaHue, ¢
KpucTammsanuu, °C R 1 2 2
—60 —60 —60 Self-extinguishing, s
Crystallization temperature,
°C DeKkTpuyecKkas IpOYHOCTb,
Junexrpudeckas KB/MNf 36 N N
[IPOHHMIAEMOCTb Ha 9acTOTE Electrical strength, kV/mm
103 ', mpu 20°C 3.4 - 3.5
. . Temnocroiikocts, °C
Dielectric constant 180 - -

at 10% Hz, 20°C

Heat resistance, °C

Ta6muna 10. BiusiHue oTBep XK Iatoneii CUCTEMbl Ha TEXHOJIOTHYECKHE U (PU3HKO-MEeXaHHYeCKHe CBOiicTBa KoMmayHaa. OTBepANTENb,
2 B.u.: Terpastokcucuiad — 80%; O9CAM — 20%; austunauxanpuiat ogosa — 0.02%

Table 10. Influence of the curing system on the technological and physicomechanical properties of the compound. Hardener, 2 wt.p:
tetracthoxysilane — 80%; ESAM — 20%; tin diethyldicaprylate — 0.02%

ITapamerp 3HaueHue [Tapamerp 3HaueHue
Parameter Value Parameter Value
Crupocun (3.3-9.0 Ia-c), B.u. 100 100 100° Bpewms oTBepxkIcHUS
Stirosil (3.3-9.0 Pa's), wt.p. npu 20°C, cyTkn 1 1 1
Curing time at 20°C, day
Hanonnurens /b, B.4. 40 40
DB filler, wt.p. Temneparypa
Kkpuctauzanuu, °C 60 60 60
Hamnonuaurens I'G, B.4. 30 B B Crystallization
GB filler, wt.p. temperature, °C
Jlunamuueckas BI3KOCTb, Juonexrpuyeckas
Ma-c 16.6 18.3 18.3 MPOHUIIAEMOCTh Ha 4acToTe
Dynamic viscosity, Pa‘s 10° ', ipu 20°C - 32 -
K 6 Dielectric constant
H3HC§1‘IOCO HOCTb at 10° Hz, 20°C
npu 20°C, Mun 120 120 0.5
Viability at 20°C, min tg & na wactore 10° ',
npu 20°C - 0.006 -
IIpenen nmpounocTtu tg & at 10° Hz, 20°C
npu pactskenunu, MIla 2.35 2.35 -
Tensile strength, MPa Camosaryxanue, ¢ ) 12 3
OTHOCHTEALHOG Self-extinguishing, s
yanuHenue, % 100 120 OnekTpuyeckas IpOYHOCTb,
Relative elongation, % kB/Mm B 32 B
Electrical strength,
Monynb cxarus KV/mm
mpu 20°C, MIla
. 2.84 324 |2.55-2.84 N o
Compression module Tennocroiikocts, °C 170 176 130
at 20°C, MPa Heat resistance, °C
*3—4 B.4. — 100%: terpastokcucuinad — 80%; DCAM — 20%; conepxkanue qudTHAMKanpriara onosa — 0.02%.
*3—4 wt.p. — 100%: tetracthoxysilane — 80%; ESAM — 20%; tin diethyldicaprylate — 0.02%.
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Taomuua 11. Brusiare oTBepKAatonIell CHCTEMBI Ha TEXHOIOTHUECKUE U (PU3UKO-MEXaHHUECKUE CBOMCTBA KommayHaa. OTBepIUTeNb,
2-3 B.4.: OCY — 100%; mudytmnaukanpunar onosa — 0.02%

Table 11. Influence of the curing system on the technological and physicomechanical properties of the compound. Hardener, 2-3 wt.p.:

OSU — 100%; tin diethyldicaprylate — 0.02%

[Mapamerp 3HayeHune ITapametp 3HavyeHne
Parameter Value Parameter Value
Crupocui (3.3-9.0 [a-c), B.4. 100 100 100 Bpewms otBepkaenus mpu 20°C,
Stirosil (3.3-9.0 Pa's), wt.p. CYyTKH 1 1 1
Curing time at 20°C, day
Hanonnurens /b, B.4. 40 40
DB filler, wt.p. Temneparypa kpucrammmzanuu, °C
P pAPA D 60 | -60 | 60
Hanonsmrens TB. B.u Crystallization temperature, °C
T 30 - -
GB filler, wt.p. JIMoneKTpudecKas IPOHUIIAEMOCTh
JluHaMuueckas BI3KOCTb, [1a-c ua wactore 10° I, npu 20°C 32 32 32
Dynamic viscosity, Pas 17.5 | 183 | 183 Dielectric constant at 103 Hz, 20°C
KusuecnocoGuocTs mpH 20°C, MHH 00 00 % tg & ma wactore 103 ', mpu 20°C 0.0006 | 0.0007 | 0.0007
Viability at 20°C, min tg & at 10° Hz, 20°C ' ’ '
IIpenen npoynocTu CaMmo3zaryxaHue, ¢
npit pacsiceriin, MiTa 245 | 275 | 275 Self-extinguishing, s 07 05 05
Tensile strength, MPa
DiekTpryecKas MpoYHOCTh, KB/MM
OTHOCHUTENBHOE YIUITMHEHHE, Y0 . 31 35 35
) . 170 210 210 Electrical strength, kV/mm
Relative elongation, %
TemmocroiikocTts, °C
Monyne cxarus npu 20°C, MIla 163 392 | 3.02 . ” 180 190 190
Compression module at 20°C, MPa Heat resistance, °C
Taomuua 12. Bausnue orsepxnatomeil cucrems! [D9CAM + IuaTHIAMKaNIpUiIaT 0J0Ba] Ha CBOMCTBA BYJIKAHU3aTOB KayuyKa
Table 12. Effect of the curing system [ESAM + tin diethidicaprylate] on the properties of rubber vulcanizates
[Tapametp 3HaueHue
Parameter Value
9CAM 3 B.U.
ESAM 3 wt.p.
Ju3THIIMKanpHIaT 0JIoBa, B.4Y.
. . 0.164 0.02 0.016 0.005 0.004 0.003 0.002
Tin diethyldicaprylate, wt.p.
Crupocun (9.0 ITa-c), B.u.
L 60 60 60 60 60 60 60
Stirosil (9.0 Pa-s), wt.p.
Hamnomuurens b, B.4.
40 40 40 40 40 40 40
DB filler, wt.p.
XKuznecnocobnocts npu 20°C, MuH Her
o . <10 30 60 90 90 120
Viability at 20°C, min No
Bpewms orBepixnenust mpu 20°C, cyTku
pexproTBeprenint i . 0.33 05 1 <24 <4 24 24
Curing time at 20°C, day
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Tadmuua 13. Bausiaue oTBepxknaromeit
cucrembl [DCAM + MUITHIAMKATIPUIIAT 0JI0BA HA CBOMCTBA
BYJIKQaHU3aTOB Kay4uyKa|

Table 13. Influence of the curing system [ESAM + tin
diethidicaprylate on the properties of rubber vulcanizates]

[Tapamerp 3HaueHue

Parameter Value

JusTnnankanpuniar oaosa,
B.Y. 0.003
Tin diethyldicaprylate, wt.p.

9CAM, B.u.
ESAM, wt.p.

Crupocun (9.0 ITa-c), B.4.
Stirosil (9.0 Pas), wt.p.

60 60 60 60

Hanonuaurens /1B, B.4.
DB filler, wt.p.

40 40 40 40

JKusznecrnocoObHOCTH
npu 20°C, mun 120 | 90 90 60
Viability at 20°C, min

[Mpenen npoynocTH

pu pactshxenuu, MIla 1.67 | 1.47 | 1.47 -
Tensile strength, MPa

OTHOCHTENBHOE

yanuHeHue, % 160 185 180 -

Relative elongation, %

Bpewms oTBepaxaeHus
npu 20°C, cyTku 48 24 24 48
Curing time at 20°C, day

W3 npexacraBieHHbIX pe3ynbTartoB (Tadn. 5—11) Bua-
HO, YTO camo3aryxaHue (T.e. BpeMs 3aTyXaHUs Tocle
BBIHOCA W3 IUIAMEHH, C) HAMOJHEHHBIX KOMIIO3UIIHH,
HE3aBUCUMO OT KOJIMYECTBA HCIOJIb3YyEeMOr0 HaroJ-
Hutens (30-60 B.4.), mocTurana BeJIWYHHBI 1-2 ¢, mpu
3TOM OTHOBPEMEHHO TOBBIMIANACH WX TEIUIOCTOUKOCTH
ot 150 no 180°C.

-120 -100 80 60 —40 -20

ITonydennsie nanubie (Tabm. 5—11) mo mpenemy
MIPOYHOCTH, OTHOCHUTEIFHOMY YUIMHCHHIO M MOZYIIO
C)KaTHs TIOKA3bIBAIOT, YTO BBEJICHUE HAMTOIHUTEIIS IPaK-
TUYCCKH HE OKa3bIBACT BJIMAHHA Ha MCECXAHHYCCKHC
CBOWCTBa TONHMMEpa, TaK K€ Kak M Ha TeMIIEPaTypy
KpUCTAIIIN3AUN KoMITo3u1nii. Kpome Toro, BUIHO, 4TO
Hanonuutedas ['b mo cpaBuenuto ¢ namomaurenem (b
B OOJNBIIEH CTENCHH MOBBIMIACT BI3KOCThH MOJMMEPHON
CUCTEMBI (TI0-BUANMOMY, BCIIEICTBUE HATMYUS ad9POCH-
Ha), a CTCIICHb HAITOJIHECHUS 3HAYUTECJIBbHO BJIIMSCT HaA I10-
BEIIICHHUE BS3KOCTH. Hampumep, Tpu BS3KOCTH HCXOJ-
Horo kayuyka 9.0 Ila-c BBegenue 40 B.4. HAIOJTHUTEIS
YBEJITMUMBACT €€ 3HAUCHHUE MIPUMEPHO B JIBA pasa, a mpu
UCIIONIb30BaHUHU 60 B.4. HAITONHUTENS BA3KOCTHh CTaHO-
Butcs paBHoM 35.0 I1a-c. [locTosHHOE 3HAUEHUE TEMIIE-
paTyphl KpUCTAITN3AIMN KOMIO3UIINN, MO-BUANMOMY,
MOYKHO OOBSICHATh HHEPTHOCTHIO HAITOIHHUTEIEH 110 OT-
HOUICHUIO K CTUPOCHITY.

[Ipyn wm3yueHWn IUANEKTPUUYECKUX CBOWMCTB IOTY-
YCHHBIX KOMIIO3UIIMH, XapaKTePH3YIOIIUX ITOBEICHHE
Marepuaga B 3JIEKTPUYECKOM Ione, ObUIM MOAPOOHO
PacCMOTpPEHBI JTUAJICKTPUYECKasl MPOHUIIAEMOCTh (&),
IUDNIEeKTpUYeckne morepu (tgd) ©  dIeKTpudeckas
MIPOYHOCTD (Enp), MIOCKOJIBKY OHH 3aBHUCAT OT yCJIOBHIi
OKCIUTyaTalluh KOMIIayHJla XU TE€CHO CBA3aHbI C XUMU-
YECKUM COCTaBOM, CTPYKTYpOH M CTPOCHHEM MaKpo-
uenu. V3 MOMyYeHHBIX PE3y/IbTaTOB BHIHO, YTO B IH-
amazone temmeparyp or —90 no —130°C (mpu uacrtote
1000 T') HaOmromaeTcss IMUPOKUH HECHMMETPUYHBIN
MaKCHMYM JTUIIOJIBHO-CUTMEHTAIBHBIX MOTePh (puc. 1).
AcuMMeTpHs MaKCUMyMa tgd CBS3aHa, MO-BUANMOMY,
C BIMSHHUEM HAaIMOJCKYISIPHON OpraHM3aIllii Ha dIICK-
TPUUYECKUE CBOWMCTBA MOJIMMEpa. DTO BIUSHUE OOBIYHO
0COOCHHO YETKO MPOSIBISICTCS IS KPUCTAIIIH3YIOIIUXCSI
MTOJIMMEPOB, YTO MBI M HAONIOMaeM ISl JTAaHHOW KOMIIO-
suru. B unTepBane xe temneparyp or —90 go +100°C
3HAQUCHWE TAHIeHCA YyIa AUDJICKTPHUCCKUX IOTEeph
COXpaHsETCS TPAKTHICCKH HEU3MEHHBIM H COCTaBIIS-
et nopsaaka 0.005, 4To MO3BONSAET PEKOMEHIOBATH €ro

tgod

100 T7,°C

Puc. 1. TemneparypHas 3aBucuMocTb tgd u €' Ha yactore 1000 ' o TMna otBepauTesst. OTBEpaUTENb:
e e e >tTruicuinkar 40 + oxeun 1ubyTHionosa; Xxx npoaykt 111-300; A A A terpadtokcucunan + DCAM; coo OCY; ##+ JCAM

Fig. 1. Temperature dependence of tgd and €’ on the type of hardener at a frequency of 1000 Hz. Hardener:
eee cthyl silicate 40 + dibutyltin oxide; xxx product 111-300; A A A tetracthoxysilane + ESAM; coo OSU; ##* ESAM
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Puc. 2. TemneparypHas 3aBucuMocTs tgd u €' Ha yactore 1000 'y ot kommuectBa otBepauTenst DCAM:

eee 2: xxx 3; A A A 5B.u. orBepaurest Ha 100 B.4. moiaumepa

Fig. 2. Temperature dependence of tgd and €' on the amount of hardener ESAM at a frequency of 1000 Hz:

eee 2; xxx 3; and A A A 5 wt.p. hardener per 100 wt.p. polymer

MPUMCEHEHUE TPU BBICOKHUX YaCTOTax B JAaHHOM HHTEP-
Bajie TeMIeparyp.

BrnusiHre MapKu 1 KOJTMUECTBA OTBEPAUTENS Ha BEJIH-
YUHY TaHTEHCA yIa JUAJICKTPUUYCCKUX MOTeph (puc. 2)
MPOSIBISIETCS] KaK B 00JIACTH MOJIOKUTEIBHBIX TEMITEpa-
Typ (C yBeITMUEHUEM KOJIMUYECTBA OTBEPAUTEIIS HECKOIb-
KO BO3pacTalOT MOTEPH, MOCKOJIBKY YBEIHIMBACTCS KO-
JIUYECTBO TMOJIIPHON COCTABJISAIONICH), TaK U B 00JacTh
OTpHUIIATENIbHBIX TemIeparyp (HalOmrogaercs koilebaHue
BEJIMYUH {20, M CIEKTPA BPEMEHHU PEIIAKCAIlMH, YTO,
MO-BUIUMOMY, CBSI3aHO C BIMSIHAEM (DYHKIIHOHAIHHBIX
TPy Ha MOJIEKYJISIPHYIO MOJBHXKHOCTD).

Opnnako HaOMIOMAaEMbIe Pa3IUyYUsl B 3aBUCHMOCTHU
TaHTeHCa yIia IUAJICKTPUUYCCKUX TOTEeph tgd OT TeM-
nepaTypbl HAaCTOJNBKO MaJbl, YTO JUIA MPAKTHYECKOTO
HCIOJIb30BaHWs KOMIIayHJa HWMU MOXKHO HpeHe6peqL.
B 10 %€ BpeMs IUANEKTPUYECKUE CBOMCTBA HAIIOIHEH-
HBIX KOMIIO3HUILIUN HECKOIBKO U3MEHSIOTCA — BEJIUYMHA
tgd Bo3pacTaer. Y KOMITO3UIIHIA, copepkamux 10 40 B.4.
HaroJHUTENs oHa He npebinaet 0.005, a mpu OobIei
CTEIEeHU HalloJHEeHUs BenrnyuHa tgd Bo3pacraet 10 0.01,
YTO MPEBLIIACT AOMYCTUMYIO JIsI BBICOKOBOJIBTHOTO
1 BBICOKOYACTOTHOT'O JU3JIEKTPUKA BETUUUHY.

Takum o00pa3oM, KOMIAyHJ C HCIOJb30BaHUEM
a30TCcoAepPKAUX KPEMHUHOPTAHNYECKUX COCAMHEHU N
B COCTaBE€ OTBEP)KJAIOLIE CUCTEMBI MOCIIE BBEIEHUS
HAINOJTHUTENIEH COXpaHSET BBICOKHE AMAIEKTPUUECKUE
CBOICTBA, IMOBBIIIEHHYIO 2JEKTPUUECKYI0O U MEXaHU-
YECKYIO IPOYHOCTh U MOPO30CTOUKOCTh, XapaKTepHbIE
JUUIsl BBICOKOBOJIBTHBIX M BBICOKOUACTOTHBIX KOMIIayH-
JIOB, U B TO € BpeMs MPHOOPETaeT HETOPIOYHE CBOM-
CTBa C OAHOBPEMEHHBIM MOBBILIEHUEM TEIJIOCTOM-
KOCTH.

3AKJIIOMEHME

[TokazaHo, 4TO MCHONB30BAaHUE TOCTYIHBIX B CHHTETH-
YEeCKOM IIaHE a30TCOIEPIKALTIX KPEMHUHOPTaHHIECKIX
COeTMHEHUN — 3-(IUATUIIAMUHO)-2- [ (TPUITOKCHUCHITII)-

OKCH |IpONMJI-2-MeTaKpuilaTa U TPUITOKCUCUIUIIOBOIO
3¢hupa Y-TPUITOKCHCHIMITIPOTIHIKAPOAMIUHOBOW KHC-
JOTBl — B COCTaBE OTBEPXKJAIOIICH CHCTEMbI COBMECT-
HO C OpoMCOACp)KAIIMMK HAIOJHHUTEISIMHI ITO3BOJISCT
MOJly4aTh KOMIAyH[Ibl Ui 3aJMBKU BbICOKOBOJBTHBIX
U BBICOKOYACTOTHBIX TpaHCPOPMATOPOB, Apocceneit
U JPYTHX DJIEMEHTOB PAIHO3ICKTPOHHOM ammaparypesl,
00J1a1aI0IINX HETOPIOYMMH CBOMCTBAMH, C OAHOBPEMEH-
HBIM TIOBBIIIEHUEM TEIUIOCTOHKOCTH.

HccrenoBanbl PU3NKO-MEXaHUICCKUE U TUDIIEKTPH-
YECKHE CBOMCTBAa CaMO3aTyXaroUIEro KpeMHUUOPTraHU-
YEeCKOTO KOMIIAyH/a, MOKA3bIBAIOIIME, YTO OH TEXHOJO-
THUYCH, UMEET BBICOKUH MOKa3aTelh OTHECTOWKOCTH (HE
6onee 10 c), moBBIIIEHAYIO TETIOCTOUKOCTH (710 180°C),
COXpaHSeT BBICOKHE TUAJIEKTpUYECKHe cBOicTBa (tgd
He 6omee 0.005) u HIEKTPHUUECKYIO TPOUHOCTH (HE MEHEE
25 xB/MM), xXoporime MexaHHYecKHe CBOMCTBa (Ipody-
HOCTb IpH pa3pbiBe He MeHee 1.5 MIla) npu BricoKoit
HIACTUYHOCTH (OTHOCHTEIBHOC VAJMHCHHE HE Me-
nee 140%).
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