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B3aumoneiicTBue 3-aMHHOTIPONMITPUITOKCHCHIIAHA € (1-THAPOKCHITHIINACH ) IN(OCHOHOBON KHCIOTOU B
cpene 96%-Horo STUIOBOTO CIIUPTA MPUBOIUT K 00pa30BaHUIO 3-OKCH(APTOKCH )CHUITUINPONUIAMMOHUEBON
comu (1-runpoxcnstriuieH)audocGoHoBoit KucaoTel. CoeMHEHHE PacTBOPSETCS B BOJIE M PETeHEPUPYETCS
NOCJIe YIIapUBaHUS U CYLIKH Ha BO3/IyXe M B BaKyyMe. VICXOIHBII HU3KOIIOPHUCTHIM KCEPOrelb U MPOIYKTHI €ro
MUPOJIH3a Ha BO3AYXC U B MHEPTHOH atMocdepe mpeacTapisitoT codoit amopdHbie (ha3bl, UMCIOIINE IPUMECH
KPHUCTANIMYECKUX COCTaBIIONMX. B3anmoseiictBue Terpasrokcucuiana ¢ (1-ruapoxkcudtuinuaeH)audoc-
(hOHOBOM KHCJIOTOI MPUBOJUT K MOJHOCTHIO aMOP(PU3UPOBAHHOMY HEIIOPUCTOMY MPOAYKTY KOHJCHCAIIMH,

TepsitoiemMy 57% macchl rmocie o0padboTKu BOJIOH.

KuaroueBrle ciioBa: 3-aMI/IHOHpOHI/IJ'ITpI/ISTOKCI/ICI/IHaH, TCTPAITOKCHUCHUIIAH, COJIM AMUHOB, (I-FI/I,HPOKCI/ISTI/IJ'II/I,Z[CH)-

,HI/Iq)OC(i)OHOBaSI KHCJIOTA, 30JIb-T'CJIb ITPOLECChI
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Amop(dHbIe U KpucTandeckue hochoCHInKaThl
MIPUMEHSIIOTCSI B KQ4€CTBE KUCIOTHBIX KAaTaJIM3aTOPOB
B Mpolleccax MMAPUPOBAHUS U OJUTOMEPU3ALUN OJle-
¢uHOB [1, 2]. DocdocunuKaTHbIe CTEKIIA, TOJBEPTHY-
ThIE COOTBETCTBYIOLIEH 00pabOTKe, MPENCTaBISIIOT
HHTEpEC Ul IMOIy4eHHUs] OMOJIOIMYEecKH aKTUBHBIX
MaTepuasioB [3, 4] 1 MOHHBIX NPOBOJHUKOB, HCIIOJIb-
3yeMBIX IPH HM3TOTOBJICHWUHU TOIUIMBHBIX DJIEMECHTOB
U XUMHYECKHX ceHCcopoB [5—8]. docdocunukarHeie
KCEpOresd pazIMYyHOr0 COCTaBa MOJyYalld, HCIIONb-
3ysl B KadecTBe McToYHHMKAa kpeMHus Si(OMe), wmu

1929

Si(OEt),, pocdopa — H;PO, nim POCI, [5, 6, 9—-12],
a taoke PO(OMe); u PO(OEt); [13—15], npensapu-
TEJIBLHO NMOJABEPras KPeMHUHCOAEPKAIINI KOMIIOHEHT
TUIPONHM3Yy. ODTH Marepuaiabl 007aJlaloT Pa3BUTON
YII€JIbHOW MOBEPXHOCTHIO U BBICOKOM MOPUCTOCTHIO.

MoHOMepHBIE, a TAKKE OJIUTO- U IMTOJTMMEPHBIC CH-
TtoBbIe 3(OUPHl POCHOPHBIX KUCIOT MOTYYaroT B3a-
MMOZICHCTBHEM OPraHOXJIOPCHIAHOB ¢ (HOCHOPHBIMU
KHCJIOTaMH, UX dQUpaMH U COJISIMHU, & TAKXKE aJIKOK-
CH-, aIFJIOKCH- W TUAPOKCUCUIAHOB ¢ (pochopHBIMHU
KUCIIOTAMU M HMX XJIOPAHTUAPHUIAAMHU U MATHOKHCHIO
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Cxema 2.

2 (Et0);SiCH,CH,CH,NH, + (HO),P(0)C(CH;)(OH)P(O)(OH),

— (Et0);SiCH,CH,CH,NH, ["OP(O)(OH)C(CH;)(OH)P(O)(OH)OJH;N+CH,CH,CH,Si(OEt),

Cxema 3.

2 (Et0);SiOEt + (HO),P(O)C(CH;)(OH)P(0)(OH),

—> (Et0);SiOP(0)(OH)C(CH;)(OH)P(0)(OH)OSi(OEt); + 2EtOH

(dochopa. AMUHOCHIIAHBI M T'eKCAAJKUJIIUCUIIa3aHbI
TaKXkKe JIAI0T CHITHIIOBbIC 3()UPbI IPH B3aUMOACHUCTBUH
¢ docdopHoii kucnotoit [16, 17]. Bo Bcex nepeunc-
JICHHBIX peaknusx (hocopcoaepKanyii KOMITOHEHT
HECeT KHCJIOTHYI0 (YHKIHIO, B TO BpeMs KaK pea-
TEHT, COIEpXKallUi KPEMHUM, B II€JIOM HEUTpaseH.
Peaxmmst  3-aMHHOTIPOITUITPUATOKCHCHIIAHA C TPHUME-
tundocdarom [ 18] mpuBoawT K 00pa30BaHIIO TIOMH(OC-
(hocunokcana, B TO BpeMsl KaK TPH B3aUMOICHCTBHUU C
tpudenundocdarom [19] momyqarorcs amumodocdar-
HBIE OJIMTOMEPHL. 3-AMHHOIPOITMITPHITOKCUCHIIAH UC-
TIOJTE30BAJICS TIPH CO3[aHUU MOJICKYJISPHO-UMITPUHTH-
POBaHHBIX MOJIUMEPOB U3 TeTpasTokcucuinana [20],
JUTSE MOJM(PUKAIIMHA TTOBEPXHOCTH (hOC(haTHPOBAHHBIX
MarHUTOMATKHUX KOMITO3UTOB [21] Ha OCHOBE >kene3a.

B nacrosieiit pabote npencTaBieHbl pe3yabTaThl
HCCIIEIOBAHUSl PEaKUUi 3-aMUHONPONMITPHUITOKCH-
cwiana 1 u Terpastokcucuiana 2 ¢ 1-(ruapoKCU3ITH-
muneH)audochonoBoit kucaoroit 3 (H,L, cxema 1).
Omna npencranisieT coOOM CHIBHYIO YEThIPEXOCHOB-
HYI0 KHCJIOTY, XOpOIIIO PAaCTBOPMMYIO B BOJIE€ M 3Ta-
HOJIE.

OcHOBHO#1 crioco0 monryueHust pazHo0Opa3HbIX re-
JIeH OpraHOAIKOKCUCUIAHOB 3aKJIIOYAeTCs BO BBeJe-
HUU B UCXOAHBIH MOHOMEP OPraHUYEeCKOW I'pyIIlbl, B
TOM YHCJIE XEIaTUPYIOLIEH, ¢ OCIEAYIOIUM [IPOBE-

JICHHEM TIOJIMMEPHU3AIMY MO ICHCTBUEM KHCIIOT HIIH
OCHOBaHUI. BBe/leHHas IpyIIUPOBKA JOJKHA BbIIEP-
KHBaTh YCJIOBHS MOJIMMEPU3AMH U HE OTIIETUISATHCS
OT aroMa KpeMHHs. bombiline BO3MOKHOCTH JIJISI JTU-
3aifHa 3aMEIIEeHHBIX OPraHOTPHAIKOKCHCHUIIAHOB TIPe-
JTIOCTaBIISIET KOMMEPYECKH JOCTYITHOE COENMHEHHE —
3-amMuHOTIpOTIUATPHITOKCUCIITAaH 1. C MPOTOHHBIMH
KHCJIOTAMH OH MOXKET O0Opa30BHIBaTh aMMOHHEBBHIE
comn. BBenmenme aromoB ¢ochopa B Teib MOKHO
OCYIIECTBUTHh TMOCPEACTBOM PEAKIUH 3-aMHUHOIIPO-
MUITPUITOKCHCHIaHa 1 ¢ PocPOHOBHIMU KHCITOTAMHU
(cxema 2).

Komiiekebl opraHM4ecKux aMHHOB C IOJU(YHK-
nuoHanbHBIMU (pochoHOBRIMU KHCcToTaMu [17] pac-
TBOPAIOTCA B BOJHON Cpele M BBIKPHCTAJIIN30BBI-
BAlOTCSl U3 TEPECHIIIEHHBIX PAacTBOPOB. B peakuuun
¢ 3-aMMHONPONMATPUITOKCUCHIIAaHOM 1 KHcioTa B
3HAYUTENILHON cTeleHu HelTpanusyercs. IIpu B3au-
MOJICHICTBUM € TETPAa’dTOKCUCHJIAHOM 2 OHa JOJKHA
BBICTYNaTh KaKk B Ka4eCTBE pearcHTa, 3aMellaroIero
STOKCUTPYIITY, TaK U B Ka4deCTBE KaTaju3aTopa 30-
JIb-TeJh TIoTUMepH3aIuu (cxema 3).

[Monyuwatompecss MpU 3TOM CHIIMIIOBBIE S(UPHI
($OCPOHOBBIX KHCIOT THIPOIUTUYCCKH HEYyCTOWYH-
BbI, IO3TOMY B KOHEYHOM ITPOAYKTE THIPOIH3a aTOMbI
KpEMHHUS MOTYT OBITh HE CBSI3aHBI IIOCPEJICTBOM (ppar-
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CxeMma 4.

MeHtoB Si—O-P. Ilocne oOpa3oBanus aMMOHHEBOW
comu (OBICTPO TIpOTEKaroliel peakiuu) (hparMeHTHI
—Si—OEt B KpeMHUHOPraHMYECKOH YaCTH MOJICKYIIBI
MOTYT B3aMMOJIEHCTBOBATh ¢ KucIOTHBIMA —P(O)OH
u ruapokcmiibHeiMU —COH rpynmamu kuciotsl. Ilo-
TUPYHKIMOHATBLHOCTE peareHToB [4 (1), 4 (2), 5 (3)]
OyZeT MpUBOAUTH K 00pa30BaHUIO TIOJIMMEPOB YKE Ha
CTaJ1M UX B3aUMOJEHCTBUS 0e3 100aBIEeHUS BOJIBI.

CMemmBaHue pacTBOPOB  3-aMUHOINPOIMITPH-
stokcucminana 1 u 1-(ruppokcustunuaeH)udocdo-
HOBOH KHCIIOTH! 3 B 3THJIOBOM CITUPTE BBI3BIBACT ObI-
CTpoe MOMYyTHEeHHE, OOBsCHSIOEeecss 00pa3oBaHuEM
aMMOHHMEBOU cosn. HarpeBaHue NpUBOIUT K HAaKo-
TUICHUIO TBEPAOH (hasbl 3a CUET MPOTEKAIOUINX PeaK-
uuii kounencauuu. Coneprkamuecs B 96%-Hom ciup-
TE MOJICKYJIbI BOABI 00ECTICUNBAIOT TUAPOIINTHYECKYIO
KOHJICHCALIUIO OJIMTOMEPHBIX MOJICKYJI, OTHAKO 3aCTY-
HEeBaHUsl cMecH He HabOiromaercs. OHa TpecTaBiseT
c000i1 BA3KYIO CYCIICH3UIO, KOTOPasi MOXET OBbITh OT-
¢uprpoBana ot cnupta. [locne HarpeBaHus B BaKyyme
MPOIYKT peakuuy 3-aMHHONPONMITPUITOKCHUCHIIAHA
1 ¢ 1-(rumpokcmdTrHIHACH )1 OCHOHOBON KUCIOTON
3 npexcrapisier co00# JIerkuit Oeblil MOPOIIOK, pac-
TBOPUMBIW B BOJIE. YIIAPUBAHUEM PACTBOpPA U CYLIKOI
Ha Bo3ayxe mpu 110-120°C kceporens MOXKET OBITH
perenepupoBaH. CBOWCTBO PAacTBOPSATHCS B BOJHOU
Cpeze XapaKTepHO AJIsl HEMHOTUX MPOLYKTOB I'MIPO-
JUTHYECKOW KOHACHCAUWU (PyHKIIMOHATIH3UPOBAH-
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HBIX AJIKOKCHCHJIAHOB M, B YaCTHOCTH, AJIs1 3-aMHHO-
nponuicuicecksuokcana O, sSiCH,CH,CH,NH,
NPOAYKTa THUAPOIM3a YUCTOrO 3-aMHUHOIPOIMITPH-
sTOoKCcHCcHIaHa 1.

UK cnoektp kceporeis XapakTepusyercs, Ipe-
XKJIe BCETo, IMMPOKOW WHTEHCUBHOW TIIOXO CTPYK-
TypUpPOBaHHOM Monocod mnomowenus npu 3500-
2200 cm!, B koTopyto BxoaaT N-H-kone6anus poc-
(poammonuessix rpymm [P(O)(OH)O] NH;", koneba-
Hust CO-H u PO-H ¢parmenros ¢ochonoBoit kuc-
notel. [lomoca nedopmanmonsbix konebanuit N—H
(1620 cm™ 1) ciBUHYTa B BBICOKOUACTOTHYIO 0O/IACTH OT-
HOCHTENIHO aHAJIOTUYHOMN MOJIOCH B CIIEKTpe 3-aMu-
HonponunrpudTokcucuana 1 (1599 cm ') unu 3-amu-
Honponuincuicecksuokcana (1602 cm!). Bropas
cepysi HHTEHCUBHBIX IOJIOC JISKUT B obnactu 1200—
950 cM~!, xapakrepHoii ms cuinokcaHoB u (Goco-
cunukaroB. PacTBopeHme Kceporens B BOAE U IIO-
CIeayIoliee pPETeHepUPOBAHUE OCTaBISIET CIIEKTP
HeM3MeHHBIM B oOmactu 2000-500 cm~!, HO mpuBo-
AT K BO3PACTaHUIO TOTVIONMIECHUS B quamna3one 3500—
2200 cm~!, uTOo OOBsACHAETCA abcopbumeil MoeKys
BONIBI M 00pa30BaHNEM BOJOPOIHBIX CBA3EH C TPYTI-
mamu POH u COH. Bo3Bpamenne ucxogHoi ¢hopMbl
CIIEKTpa JOCTUTAETCS HarpeBaHUEM THIPOKCHIHPO-
BaHHOTrO Kceporeiisi B Bakyyme 10 150°C. Janusie UK
CIIEKTPOCKOIIUY W AIIEMEHTHOTO aHallu3a Uil KCepo-
rens, TOJXYYeHHOTO W3 3-aMUHOMPOMUITPUITOKCH-
cuwrana 1 u 1-(ruppokcudyTrnuaeH)audochoHoBOM
KHUCIIOTHlL 3 B MOJIIPDHOM COOTHOUIeHuH 2:1, Xopo-
IO COMIAcyloTCs C NPUBEICHHON HIbKe (opmynoi
(cxema 4).

Kceporens 3-aMUHOITPOITMITPUITOKCHCHIIAH—
1-(ruppokcusTiIUAeH ) IudochoHOBas KHCII0Ta
NPECTAaBIAET CO00M Hemopucroe coenuHenue (S,
0.4 M%/T). IpH OTKUTe HA BO3IyXe OpraHMYecKas co-
CTaBJISIOIIAs BEITOPAET, M Y/IeJIbHAs TIOMIa (b TOBEPX-
HOCTH Bo3pacTaet 10 9.9 m%/r. [Iuponu3 B TOKe aprona
NPUBOIMT K He3HauuTenbHoMY (10 0.8 M%/T) yBemu-
yeHuo miomanu. Ha puc. 1 mpencTaBieHbl TaHHBIE
PEHTTEHOBCKOTO (ha30BOT0 aHAIN3a HCXOIHOTO KCEPo-
reJisi ¥ IPOAYKTOB €ro TTHPOJIH3A.

Kax BugHO 13 puc. 1, HCX0aHBINH KCeporeasb U Mpo-
JIYKTBI €T0 MUPOJIH3a MPEACTABISIOT CO00H aMophHbIC
($a3pl ¢ IPUMECAMU KPUCTAJUIMYECKUX COCTaBJISIO-
mux. B ¥CXomMHOM coeiMHEHUN PEeQIISKChl KPUCTaI-
Judeckux (a3 pacrosararTcs cripasa oT aMopGhHOro
raJyio (B 00JIaCTH MaJIbIX YIJIOB OTPAXKEHUs ), TOT/Ia KaK
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Puc. 1. IudpaxkrorpamMmel kceporeis 3-0KCH(ITOKCH)-
CHJIMJIIPONIMIIAMMOHHUEBOH conu 1-(THApOKCUITHIINACH )-
1 ochoHOBOI KHCIOTHI (/) M TPOAYKTOB €0 MUPONIU3a B
uneptHOU atmMocdepe (2) u Ha Bozayxe (3).

B MPOJYKTaxX MUPOJIN3a OHU HAKJIABIBAIOTCS HA HETO
B Ooubllel cTeneHu cieBa. VI3BeCTHO, YTO aMMO-
HueBble comu (1-rmapoxcudTHIHACH )1r(ocPOoHOBOI
KHCIIOTHI JIETKO KPUCTAJUTM3YIOTCS KaK M3 BOIHBIX, TaK
1 U3 CHUPTOBBIX PACTBOPOB [22]. CepHst MHTEHCUBHBIX
pedIIekcoB B UCXOHOM COETMHEHUH 00y CIIOBIIEHA aM-
MOHHUEBOH couibto. [Ipu 3TOM 10581 KpUcTaIMueCcKoi
COCTaBIISIIOLICH AOCTaTOYHO Benuka. HarpeBanue no
700°C kak Ha BO3/lyXe, TaK 1 B TOKE aproHa BbI3bIBAET
MOJTHOE pa3pyllieHHe aMMOHHEBOH COJH, YBETUUCHHE
JI07M aMOP(HOMN COCTABIISIONICH U MOSIBICHUE HOBBIX
kpuctamueckux Qa3 (tadm. 1). CoctaB mocieaHux
c11a00 3aBUCHUT OT ycIOBUH oTxura. Kak u crnemnosaino
oxupars, cuukodocdar Sis(PO,)¢O B HanbonbIem
KOJIMYECTBE MPUCYTCTBYET B MPOJYKTE IMUPOIUTHYE-
CKOTO pasJIoKEHUs NPHU JOCTyIe Bo3ayxa. Hammuame
(a3 ymrepona, rpadura, HUTpHUIA yIIepona Mpu OT-
JKUTE Ha BO3AyXe OOYCIIOBICHO Majloi TIOPHUCTOCTHIO
COEIMHEHHS, YTO 3aTPYAHAET TOCTYI KHCIOpoAa
MIPOTEKaHHUE PEaKIMii OKUCIeHHs. B To jxe BpemMs ux
MIPUCYTCTBHE B HECKOJIBKO OOJBITUX KOJIMYECTBAX B
MPOAYKTaX MUPOJIU3a B TOKE aproHa MpeCTaBIIseTCs
BITOJIHE JIOTUYHBIM.

BsaumopeiictBue TeTpasTokcucuiana 2 ¢ 1-(tu-
JOPOKCHUATHINACH)AN(OCHOHOBOM KUCIOTON 3 TPUBO-
JHUT K TIOJHOCTBIO aMOP(HOMY MPAaKTHYECKU HETIOPH-
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Puc. 2. ludpakrorpaMMbl COSTMHEHHMSI, TTOTYyIEHHOTO KOH-
JIeHCcalel TeTpa3TOKCUCHIIaHa ¢ 1-(THAPOKCUATHIINIEH)-
ndocdonoBoii kucnoToit (/) U MPOAYKTOB €ro MUpoIn3a
B MHEPTHOIT atMocdepe (2) u Ha Bozayxe (3).

cromy (S, 1.4 M%/r) coenunenuio (puc. 2). Ipoaykrt
KOHJICHCAIIMA B BOZAE TMOJHOCTBIO HE PACTBOPSETCS.
B 10 xe Bpems moTteps Macchl mociie 00paboTKH BO-
noi cocrasinsieT 57%, 4To 00yCIOBIEHO TUAPOIUTH-
YeCKOW HEYCTOWYMBOCTBIO CIOKHOI(DHUPHON CBSI3U
—Si—-O-P(O)-. Bona BbeiMbIBaeT 1-(rHApOKCHITH-
muieH)au(ochoHOBYIO KUCIOTY M 0O0pa3yroIIuncs
B pe3ylbTaTe THAPONN3a dTaHoN. PeHTreHorpamma
MPOIYKTa KOHACHCAMHU (A0 MPOMBIBAHUS BOIOH) CO-
CTOUT U3 JIByX Pa3MBITHIX BOJIH raJio B 00JIACTH YIJIOB
orpaxeHus 20 5-10 u 15-35°. OTcyTcTBHE KpUCTAI-
JINYECKOM COCTABIISAIOIIEH CBHUAETEIBCTBYET O TOM,
4yro 1-(ruapokcudTHIInACH)IupochoHOBas KHUCIOTA
3 (kpUCTaUTHIECKOE COSTMHECHIE ) TIOJTHOCTHIO BOBJIE-
YeHa B KOHJCHCAIMIO C TETPAdTOKCHCHUIAHOM 2 U OT-
CYTCTBYET B KOHEUHOM IIPOIYKTE B CBOOOZHOM COCTO-
suun. Harperanue 1o 700°C B uHEpTHOM armocdepe
NPUBOOUT K BO3PACTaHMIO YIAENbHOM IUIOIIAAM IIO-
BepxHOCTH 710 15.0 M%/T, 06pa30BaHUIO KPUCTAIHNYE-
ckux a3 U COXpaHEHHIO aMOP(HON COCTABIISIOIICH.
B omimume ot 3TOr0, MUPOTUTHYECKOE Pa3IoKeHNE B
OKHCIIMTENBHON aTMoc(epe CABUraeT Npouece npeu-
MYIIIECTBEHHO B CTOPOHY T'€HEPUPOBAHUS KPUCTAIITHU-
yeckuX (oc(OCUIINKATOB, IIPU STOM IOPUCTOCTH HE
yBenmuuBaercs, Sy, 1.5 M%/r. Jlonst amopdHOit (asbl
MPEACTABISCTCSl MEHee 3HauuTenbHOH. Cpean Kpu-

JKYPHAJI OBILENA XUMMU Ttom 91 Ne 12 2021
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Tabauna 1. OTHOCHTENBHOE ConepkaHue KprcTaiuiaecknx (as (%), oOpasyrommxcst npu HarpeBanuu keeporens 1o 700°C

Ha BO3yXC U B TOKC aproHa

Kpucrammyaeckas haza® OTXUT HA BO3/yXE OTXUT B TOTOKE aproHa
Silicon Phosphate Oxide Sis(PO,);O 24 9
Carbon-C-Orthorhombic 15 17
Graphite-3R-C-Rhombo.H.axes 9 11
Carbon Nitride-C;N,-Hexagonal 9 11
Moissanite-33R,syn-SiC-Rhombo.H.axes — 3

2 M nerTnduuuposansl ¢ momomibio 6a3el qanHeix PDF-2 Release 2009.

CTATMYECKUX (ha3 UACHTU(UIIUPYIOTCS TOJIBKO Ipa-
(buT, MOHOKIIMHHASA ¥ KyOHU4ecKast IByOKHCh KPEMHHUSI.
Wnentudunuposars obpasyromuecs ¢docdocummka-
THI ¢ TTOMOTIIBIO 0a3bl manHbIX PDF-2 Release 2009 ue
YIAIOCh.

TakuM 00pazoM, UCCIIEOBAaHUE PEAKIUH 3-aMHu-
HOMPOMMJITPUITOKCUCHIIAHA M TETPAdTOKCHUCHIIAHA
¢ l-(rumpoxcudTumnmneH)audochoHOBON KUCIOTOH
CBHUJICTENILCTBYET O CYIIECTBEHHOH pa3HHLE B MpO-
TEKAaHUM IPOIECCOB U B CBOMCTBAX IOJIyYaIOLIUXCS
nponykroB. Hanmnume B MoJekyne 3-aMUHOMPOIHII-
TPUITOKCUCHIIAHA aMUHOIPYIIBI IPUBOIUT K 00pa-
30BaHUI0 aMMOHUNHON conu. [IpomykT rumposnusa
(CHJICECKBHOKCAH) PACTBOPSIETCS B BOIE U MOXKET
OBITh pereHepupoBaH nocie ee ynajienus. CoennHe-
HUe, MOyYaroleecs B PEakiMi TETPAdITOKCUCHIIAHA
¢ 1-(rugpoxcudTrinaeH)audochoHOBON KHCIOTOM,
XapaKTepU3yeTcss HAJIUYUEM THAPOTUTHYCCKUA He-
CTOMKHMX cIOKHOAGUPHBIX cBsizeil —Si—O-P(O)—,
BCJICJICTBHE YEro NpH 00paboTKe BOJOW IMPOMCXO-
JUT WX pa3pyllieHUe W BbIMBIBAHHE OOpa3yroIeics
1-(ruapokcUI THINICH ) TH(POCPOHOBON KHUCIOTHI |
3THIOBOTO criupra. Tepmudeckas 00paboTKa MPOIyK-
TOB PEAKIUN MPUBOIUT K 0OPA30BAHHIO HU3KOIIOPH-
CTBIX KCEPOTeJeH, COCTOSIINX M3 aMOPPHOH U KpHU-
CTAJTMYECKUX (a3.

OKCIIEPUMEHTAJIBHA S YACTD

UK cmexTpbl coequHEHUN B BUAC CYCICH3UU B
Ba3€JIMHOBOM Maciie Mexay IactuHamu KBr pe-
ructpupoBamn Ha UK @ypre-criekrpomerpe OCM
1201. DeMeHTHBIN aHATN3 BHITOJIHEH HA aBTOMATH-
yeckomM CHNS anammsarope Vario EL cube (Elementar
Analysensysteme GmbH) B kon¢purypanuu, raz-Ho-
cutens — renuit Mapku 6.0. PentreHorpaduyeckue
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WCCJIC/IOBAHUS BBIMIOJHEHBI HA PEHTTEHOBCKOM JH(D-
pakromerpe Shimadzu XRD-7000. YuensHble mU10-
IaJId TTIOBEPXHOCTH 00PAa3IOB OMPEACISUIA METOAOM
TEIUIOBOM JIecOpOIMM a30Ta M3 Ta30BOH TelHeBO-a-
30THOM cmecu Ha razomerpe I'X-1, ocHalleHHbIM Je-
TEKTOPOM TIO TETIIOTIPOBOTHOCTH.

B pabote ucnonp3oBanu (1-rupoKCHITHINICH)-
mudochonoByro  kucnory H,L-H,O wmapkn U
(Xumnpom, HoBouebokcapck) U 3-aMUHONPONUITPH-
sToKcucHiaH (Anraiixummnpom, CrnaBropon).

Peakuusi 3-aMHHONIPONMITPHITOKCHCHIAHA 1
¢ l-(ruapoxcwdTuianaeH)audpochoHoBoii KucI0-
Toii 3. a. Coomnowenue peacenmog 4:1. K pactBopy
500 r (2.23x1072 Mmonb) 1-(rMAPOKCHATUIU/ICH)-
mudochonoBoit kucnotsl 3 B 40 M 96%-Horo 3ta-
HOJIa NpUOABISUIM MO KalIsiM NPU TepeMeIINBaHUN
21 M (19.77 1, 8.92x1072 Mob) 3-aMUHOIPOMHIITPH-
sTokcucwiiana 1. PeaknnoHHas cMech HarpeBaslach
1o 40°C u mytHena. Uepe3 5 4 ocagok OTPMIBTPO-
BBIBAIM U CymMin B Bakyyme npu 160°C. Ilomyuanu
12.70 T 3-OKCH(STOKCH)CHIIMIITIPONHIAMMOHUEBON
comu (1-ruapokcudITUINACH)AN(POCPOHOBOM KHCIIO-
THI B BHJE OEJIOr0, JIETKOTO MEJIKOIUCIIEPCHOTO II0-
pouuka. UK cnekrp, v, em 1 3357, 3167, 2728, 1626,
1531, 1340, 1305, 1218 mm, 1126, 1048, 962, 935,
798, 747, 691, 628. Hatineno, %: C 22.32; H 6.11; N
5.72. CgH,4N,0,,P,Si,. Beruncneno, %: C 21.72; H
5.47; N 6.34.

Yacte nomygeHHoro coenrHeHus (8.3 ) pacTBops-
71 B 30 MJI TUCTHUTHPOBAHHON BOJMIBI, pacTBOP (PHITh-
TpoBasIn U ynapusanu. OCTaToOK CyLIMJIN Ha BO3/LyXe
npu 110°C. INonyunnu 6.5 T kceporens B Buze Oenoit
Macchl, JIETKO pa3OuBaroleiics 70 Jierkoro Oenoro
nopomxka. MK crextp, v, em™': 3500-3000 m1, 1629,
1542, 1340, 1304, 1224 nn, 1140, 1039, 1003, 961,
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896, 795, 750, 723, 690, 640, 538. OTxur Ha Bo31yXe
npu 700°C BbI3bIBa OTEPIO Macchl 46% u oOpa3oBa-
HHE YepHOTO CIIEKIIerocst 0cTaTka, TPYIHO pPa3Malbl-
BaloIIerocs A0 nopoika. Harpesanue B Toke aprona
npuBeno K yosumm Maccel 50% u oOpa3zoBaHUE CIEK-
LIEHCs CBETIIO-CEPO MacChl.

6. Coomnowenue peacenmos 2:1. K pactBopy
1.57 r (7.11x1073 Monb) 3-aMHHONPONUITPUITOK-
cucuinana 1 B 10 mi 96%-Horo 3TUiIOBOTO CHIMpTa
npunmusanu pacteop 0.80 r (3.55%1073 moms) 1-(ru-
JIPOKCUATHIIHIEH ) TM(oCchOHOBOM KHCTIOTHI 3 B 10 M
96%-noro stunoBoro crnupra. ConmepskaHue BOABI B
20 M1 96%-Horo TaHoIa cocTaBmio 3.50% 1072 Mob,
cootHomenne H,O:1 = 5:1. Cmeck nepememmbanyu
5 4, 3aTeM 0caJ oK OT(WIBTPOBHIBAIM M HArpeBau
B BakyyMme 10 120°C. ITomyuyanu 1.30 r xceporens B
Bujie Gesoro markoro nopomika. MK cnekrp, v, cM':
3390 mn, 3169, 1620, 1528, 1215 i, 1128, 1048,
1006, 956, 795, 756, 723, 637, 518. Haiineno, %: C
22.19; H 6.04; N 6.24. C¢gH,4N,0,,P,Si,. Beruucneno,
%: C21.72; H5.47; N 6.34.

Peaxknus Terpastokcucuiiana 2 ¢ 1-(rugpokcu-
sTuauaeH)udpochoHoBoil kucaoroit. a. K pactso-
py 5.19 1 (2.32x10 2 mosb) 1-(TMAPOKCUITHIIHIEH)-
mudochornoBoit kucimoTelr 3 B 20 M dTaHONA TIPU
niepementiuBanuy go0asism 15.70 mu (14.66 1, 7.04
102 wmomb) TeTpadTokcucunana 2. PeakuuonHas
cMech HarpeBaiack 110 45°C. TlepememuBaHue npu
HarpeBaHuu nponoinkanu 10 4. M3 momyueHHOro mpo-
3pavyHOTO PAacTBOPA OTTOHSIIN 3TAHOJ, OCTATOK HArpe-
Banu B BakyyMe 10 170°C. [Honyuunu 11.02 r coenu-
HEHUS B BHJIE O€JI0W MacChl, JISTKO PacTUPAFOINEHCS
B nopomok. UK crexrp, v, em™': 3321, 2740, 2270,
2180, 1879, 1638, 1295, 1194 i, 1161, 1084, 971,
801. ITpombIBaHNE TUCTUIUIMPOBAHHOM BO/IO MpuBe-
JI0 K TToTepe Macchl 57% 3a cueT yaaiaeHus 1-(Tuapok-
cuaTUIHIEeH ) 1n(Ooc(HOHOBOM KHUCIOTHI M 3TAHOIA,
[OJTy4aIoIerocs MpH THUAPOIN3E OCTATOYHBIX ATOK-
CUCWIMIIBHBIX Tpynm. OTxur Ha Bo3ayxe mpu 700°C
BbI3BaJI MOTEPI0 Macchl 36% U 00pazoBaHUE YEPHO-
ro JIETKO MepeTuparonierocss nopouka. Harpesanue
B TOKE aproHa MPHUBENO K 00Pa30BaHUIO CIIEKIIETOCs
TEMHO-ceporo octarka. lloTepu maccel cocTaBUIM
46%.

6. K 15 ma (14.01 1, 6.73x1072 Monb) TETPasTOK-
CUCHIIaHa 2 TIpH MepeMennBanun npuoasisum 4.99 T
(2.22x1072 MOIb) MEJIKO pacTepToii 1-(ruapoKCHITH-

muyieH)audochonoBoit kucnotel 3. Uepes 2 1 Harpe-
BaHus npu 90-100°C peakunoHHass cMech 3aKHUMana
BCJIE/ICTBUE HAKOIJIEHHMsI STHJIOBOrO crnupra. Yepes
8 W HarpeBaHHWs W TEpPEMEIINBAaHUS PEaKIHOHHAS
CMeCh TIPEACTaBIsIa CO00W OENMyr0 BS3KYHO MAaccy.
Harpesanuem B Bakyyme 1o 150°C nomywanu 7.59 r
npoxaykra kouaencauuu. UK crexrp, v, em': 3366,
2281, 1617, 1158, 1084, 971, 804. Haiineno, %: C
19.26; H 4.80; P 13.57; Si 18.45.

OTUT Ha BO3JyXe MPOBOJIWIM HArpeBaHHEM B
TpyOUAaTO AIEKTPOINEUH B OTKPHITOM KBapIIEBOM CTa-
KaHe MpH TeMIeparype KpacHoro kamenws. Ilocie
BBITOPAHUS OPTaHWYECKOM KOMIIOHEHTHI OCTATOK Ha-
rpeBasi 1 u B MmydensHoit ieun mpu 700°C. O1xur
B MHEPTHOU atMocdepe OCyIeCTBISUTH B KBAPIEBOU
MpoOUpKe, MOMEIICHHON B KBapIeByr TPyOy, 000-
rpeBaeMyro JJeKTpornedbto. Yepes TpyOy mpoayBaiu
MEJIJIEHHBIN MTOTOK aproHa.
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Preparation and Some Properties of Organosilicon-Phosphorus
Hybrid Compounds Based on 3-Aminopropyltriethoxysilane,
Tetraethoxysilane and (1-Hydroxyethylidene)diphosphonic Acid
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The reaction of 3-aminopropyltriethoxysilane with (1-hydroxyethylidene) diphosphonic acid in 96% ethanol
leads to the formation of 3-hydroxy(ethoxy)silylpropylaminium salt of (1-hydroxyethylidene)diphosphonic
acid. The compound dissolves in water and is regenerated after evaporation and drying in air and in a
vacuum. The initial low-porosity xerogel and the products of its pyrolysis in air and in an inert atmosphere
are amorphous phases with impurities of crystalline components. The interaction of tetraethoxysilane with
(1-hydroxyethylidene)diphosphonic acid leads to a completely amorphous non-porous condensation product,
which loses 57% of its mass after treatment with water.

Keywords: 3-aminopropyltriethoxysilane, tetracthoxysilane, amine salts, (1-hydroxyethylidene)diphosphonic
acid, sol-gel processes
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