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OO0nacTh TEXHUKH

N306peTeHne oTHOCUTCS K 00JIaCTH TPOU3BOJICTBA HAHOYACTHUL], & UMEHHO HAHOYACTHI]
JTMOKCUA KPEMHUS U3 OJHOT'O U3 UCTOYHUKOB KPEMHHUS - 00 bEMHOTO KPEMHHMUSI.

YPOBEHb TEXHUKU

B o01iem ciyuae, Bce mOX0/1bI CHHTE3a HAHOYACTHUI] MOTYT OBITh pa3/iefieHbl Ha 1BE
TPYIIIBI - BOCXOAAIIME (CHU3Y-BBEpX) (bottom-up) U HUCXOASIIIKE (CBEPXY-BHU3) (top-down),
IIPU 3TOM METOJbI «BbIPAIIMBAHUS» HAHOYACTHUI] U3 OTJEIbHBIX AaTOMOB WJIK MOJIEKYJT -
KOHJICHCAIIMOHHBIE METO/IbI(TEXHOJIOTUN «CHH3Y-BBEPX»); METObI TTOJIYUYE€HUS] HAHOYACTHIL
MyTEM U3MEIbUEHUSI OOBIYHOTO MAKPOOOpa3la - AUCTIEPTalMOHHbBIE METOIbI(TEXHOJIOTUU
«CBEPXY-BHH3»).

YT0 Kacaercss HAaHOYACTUL JMOKCHIA KpeMHMS (KpeMHe3zema, Si0,; nar. silica - cuimka),

CYILIECTBYIOT IPUMEPHI UX TMOJIyYEHUsI C TOMOIIBLIO Bocxoasiero meroaa LlItobepa mmm ¢
MMOMOIIBIO AJIbTEPHATUBHOTO BOCXOISIIIETO METO/IA CO3IaHUSI MUKPOIMYJIBCUH, JIJTSI KOTOPBIX
TETPAdITUIIOPTOCUIMKAT (TETPAITUIICUIIMKAT, ITUICUIIUKAT, TeTpadTokcucuiiaH ((C,H50)4S51)

(cokpamenno TOOC (TEOS)), TeTpaMeTOKCUCUIIAH) U HEOPTaHUYECKHUE COJIM (CUTTUKAT
HATPUSI) CITY>KAT ICTOYHUKAMU KPEMHUSL.

MHnoroctynenuatsiit MeTo LlIToGepa ocHOBaH Ha TUAPOIIU3E AITKOKCUIOB KPEMHUS B
BOJHO-CIIMPTOBOM PACTBOPE B MPUCYTCTBUU THIPOKCHIA AMMOHMS B KAUECTBE KATAIM3aTOpA.
JlaHHBIV METO/I TTO3BOJISIET KOHTPOJUPOBATHL pa3mep yactul,. [Stober, W.; Fink, A.; Bohn, E.
Controlled Growth of Monodisperse Silica Spheres in the Micron Size Range. Journal of Colloid
and Interface Science 1968, 26, 62-69.] ATKOKCHIBI KPEMHHUSI MOTYT OBITh TUIPOTU3OBAHBI
KaK B IIEJIOYHOM, TaK U B KMCJIOH Cpejie, YTO IMPUBOJIUT K MOJIMKOH IEHCAIIUU U (POPMUPOBAHUIO
CHUIIOKCAHOBBIX CBsI3ei. B pe3ynbTaTe 3TOM Mponenypsl (GOpMUPYETCS KOJUIOUTHBINA pacTBOP
HaHoyacTull. HaHouacTupl, moydeHHblIe ¢ moMolnbio Metoaa lITobepa, UCroab3yioT
pAacTBOP aMMOHMS B KQUECTBE KaTam3aTopa. Mcnonp3oBaHre AMMOHUS IO3BOJISAET MOJYUYUTh
ONTUMAJIBHYIO CKOPOCTh PEAKIWH, IIPU KOTOPOU COKpAIIAE€TCsl BpEMs CUHTE3a. MeTo
[IITobepa BKIIIOYAET peakiyio KOHAEHCAIIMM TETPAITUIIOPTOCUIMKATA B CMECH 3TaHOJIa
(3TUIIOBBIM CITUPT) U BOJBI IPU KOMHATHOW TEMIIEPATYPE B LIETOUYHBIX YCIOBUSIX.

OcHoBHBIMU HefocTaTkaMu MeToAa LlITobepa sIBIsSIOTCS HEBO3MOXKHOCTD CO3/TAHUS
HaHoyacTul SiO, ¢ y3KUM pacnpeaeseHreM o pa3MepaM He npeBbimaromuM 100 HM,

UCIIOJIb30BAaHUE OOJIBIIIOTO KOJIMUECTBA 3TAHOJIA U ITTMTEIIbHOE BpeMs CUHTe3a. boryi u
3YKOCKHM YMEHBIIIUIIA CPEIHUN pa3Mep yacTuil 10 40 HM, BHECS U3MEHEHUS B YCIIOBUS CUHTE3A:
KOHUEHTPAIHUIO aMMOHMUS, TEMIIEPATYPY peakluu U BbI0OOp pactBoputens [Bogush, G.H.;
Tracy, M.A.; Zukoski, C.E, IV Preparation of Monodisperse Silica Particles: Control of Size and
Mass Fraction. Journal of Non-Crystalline Solids 1988, 104, 95-106.]. T. VoKoW 1 ero KoMaHIa
pa3paboTaja METOJI CUHTe3a CPepPUUECKUX YACTHUI] CPETHETO pa3zmepa 12-23 HM ¢ TOMOIIBIO
ruapoiinza TOOC B pacTBope UMKIIOTeKCaHa B MIPUCYTCTBUM aMUHOKUCIOT [ Yokoi, T.;
Sakamoto, Y.; Terasaki, O.; Kubota, Y.; Okubo, T.; Tatsumi, T. Periodic Arrangement of Silica
Nanospheres Assisted by Amino Acids. Journal of American Chemical Society 2006, 128, 13664-
13665.]. cniosib30BaHME aMMHOKHUCIIOT MTO3BOJISIET KOHTPOJIUPOBATH pa3Mep YaCTHIL U
MOJIy4aTh YACTUIBI pa3MepoM MeHee SO HM ¢ BBICOKOM CTENEHbI0 MOHOIUCIIEPCHOCTH.

AnbTepHaTuBoit Metony LlIToGepa siBiIsieTCss METO MUKPO3MYJIbcHU. B aTOM moaxoe
MOJIEKYJIbI TOBEPXHOCTHO-aKTUBHOTO BetecTBa (ITAB) pacTBOpsIIOTCSl B OpraHMYecKux
pacTBopuTensax u GopmMupyrot chepuueckue munesisl [Wang, W.; Fu, X. an.; Tang, J. an.;
Jiang, L. Preparation of Submicron Spherical Particles of Silica by the Water-in-Oil Microemulsion
Method. Colloids and Surfaces A, 1993, 81, 177-180. Chang, C.L.; Fogler, H.S. Controlled
Formation of Silica Particles from Tetraethyl Orthosilicate in Nonionic Water-in-QOil
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Microemulsions. Langmuir 1997, 13, 3295-3307]. B BogHbIX pacTBOpaX MOJISIPHBIE TPYMIIbI
(hOPMUPYIOT TTOJIOCTH, B KOTOPBIX MTPOUCXOIUT CHHTE3 HAHOYACTHIL ITPU OTIPEICTIEHHBIX
COOTHOIIIEHUSIX KPEMHHUEBOT'O IIpEKypcopa (IpelecCTBeHHUKA) K KaTanu3aTtopy. [1pu
UCTIOJIF30BAHUM METO1a OOpaTHON MUKPOIMYJTbCHH, KATIJTA BOBI B MACIISTHOM (Da3e SBIISIFOTCS
HAHOPEAKTOPOM JIJISI ITOCIIEIYIOIIETO CUHTEe3a HAHOYACTHUI] TMOKCUIA KPEMHMSL.

Onnako, B criocode oOpallieHHOM MUKPO3MYJIBCHH UCITOJIB3YETCs OOJIBIIIOE KOJIUYECTBO
ITAB, ynaneHre KOTOPBIX U3 CUCTEMBI MOXKET OBITh 3aTPYyIHUTEILHO. KpoMe Toro, cuHTe3
HaHOYACTHII TMOKCUIA KPEMHHUS B OOJIBIIIUX KOJIMYECTBAX 3aTPY/IHEH M3-3a IPUPOLI METOAA
oOpaIeHHON MUKPOIMYITbCUU. OCHOBHBIM HEIOCTATKOM MTOJOOHOTO TTOAXO0/Ia SIBIISIETCS
BBICOKAsl CTOUMOCTbD, CJIO)KHOCTh U HEIKOJIOTUYHOCTD MPOLEecca, CBA3aHHAS C OUUILIEHUEM
¢unanpHOTO MMpoaykTa oT [TAB.

Psin ycoBepIiieHCTBOBaHUM 3TUX AIBYX 0A30BBIX METO/I0B C UCIIOJIb30BAHUEM THIPOJIN3A B
BO/IHBIX, BOJHO-AaMMHAYHBIX PACTBOPAX ObUIM 3AITATEHTOBAHBI B YKAa3aHHBIX HU)KE MATEHTAX
Kuras u Kopeu

B Tpex He3HAUUTENBHO OTIMYAIOIIMXCS IPYT OT ApYra (C eAMHBIM 0A30BbIM MPUHIMIIOM)
n300peTeHusX B matenTax Kurtast oqHOro 3asiBUTENSI-TIATEHTOO0IaAaTeNsl U OJTHOTO
kosiektuBa aBTopoB CN 107720760 (A), CN 107285325 (A), CN 108751208 (A) paccMOTpPEHBI
cxoxue moaudukanuu TOOC, TOCTOMHCTBAMU KOTOPBIX aBTOPBI OTMEYAIOT IKOJIOTUIHOCTh
U TpOCTOTY. METOI MPOCT B IKCILTyaTaLUU, JISHIEB U 9KOJIOoTUUeH. [IpUurotoBieHHbIe
HaHo4acTULBI Si0, UMEIOT OAHOPOIHYIO chepruiecKyto MOPGOIOTHIO U OTHOPOIHBIN pazMep

YaCTHIl, & TAK)KE YHUBEPCATHHYIO TPUMEHUMOCTD U HEHHOCTD JJIs1 KPYITHOMACIITA0HOTO
npou3BoACTBa. M300peTeHMs] OTHOCSTCS K CITOCO0aM MOTYYEHHUSI MOHOIUCTIEPCHBIX
HAHOYACTHL JMOKCHIA KPEMHMUS, ITOJIy4YaEMBIX C IOMOIIBIO PA3HBIX TUIIOB MUKPO3MYJIbCUH,
He conepkanumx [TAB. Cucrematuuecku uzydeHo popMupoBanue HaHouyacTuil Si0, B cucreme

MUKposMyJibcuu 6e3 [TAB. @opMupyeTcst HOBBIN TUIT MUKPO3MYJIBCUOHHOM CUCTEMBI 0€3
ITAB. ITpuHuun n300peTeHuit COCTOUT B TOM, YTOOBI CHa4ajia MOJArOTOBUTH IA0I0H
MHUKPO3IMYJIbCUH, He coepkartieii [TAB, ¢ ucroiap3oBaHrueM BOABI U IPYTUX UCXOTHBIX
BEILIECTB, a 3aTeM JOOABUTb PEAreHT B CUCTEMY, UCIIOJIb30BATh YIbTPA3BYK WU
MepeMelIMBaHUE 17151 TOJTHOTO PACTBOPEHUS peareHTa B MaclIsIHOM (pa3ze MUKPOAIMYIIbCUOHHOM
cucremsl 0e3 [TAB.

Haubomnee 651M3kuM K peyiaraeMomy B TJaHHOM NTATEHTE U300 PETEHHIO OTHOCUTCS CIIOCO0
dhopMupoOBaHUS HAHOYACTHI], OMMMCaHHbBIN B n300peterru CN 107720760 (A) - 2018-02-23
Method for preparing different sizes of silicon dioxide nano-particles by regulating and controlling
adding amount of ammonium hydroxide and silicate ester, B KOTOpOM OTME€U€HAa BO3MOKHOCTb
PEeryJaupoBaHUs pa3Mepa HAaHOYACTHL ITyTEM PEryJIMPOBAHUS U KOHTPOJIS J00aBIsIEMOro
KOJIMYECTBA TUAPOKCHUIA AMMOHUS U CIIOKHBIX 3(DUPOB KPEMHHUEBOM KUCIOTHI. B maTeHTe
UCTIOJNIb3YETCS AUXJIOPMETAH B KAUeCTBE MACTISIHOM (ha3bl U 3TAHOJI B KAYECTBE PACTBOPHUTEIS
JUIS1 CO3/1aHUSI CUCTEMBI MUKPO3MYJILCUY BOAA/3TaHOJ/ IUXJIOpMETaH, He coaepxarueii [TAB.
Paznuunbie 06beMbl CHITMKATA (METUJIOPTOCUIIMKAT, 3TUJIOPTOCUIIMKAT UITH
MPOMUIOPTOCHIIMKAT) TMTOJTHOCTHIO PACTBOPSIOTCS B C(DEPUUECKOM «MACIISTHOM SITPE»
MPUTOTOBJIEHHON MUKPO3MYyJibcuu Oe3 ITAB, noa neiicTBueM yiabTpa3ByKOBOTO WM
MArHUTHOTO MEPEMEILLIMBAHMS, a 3aTEM KATAJIM3UPYIOTCA PA3IUYHBIMU KOJIMUECTBAMU
aMMHAaYHOM BOJIbI. Y CITIOBUSI TUAPOIN3A U MTOJIMKOHACHCALMY CUJIMKATA: BbIAEpKKa 1-24 yaca
Ha BojistHOM OaHe mpu 25-35°C. I1ocie 3aBepiiieHUs peakiyy OeIblii 0cagoK Ha THE COOMPAIoT
paszeneHreM Ha HeHTpU(yTre U HECKOIBKO Pa3 MPOMBIBAIOT IMOJISIPHBIM PACTBOPUTEIIEM IS
MOJTy4€HHUsI MOHOJIMUCIIEPCHBIX HaHOUaCTHIL Si0,. AMMHUAK TaKKe MEIJIEHHO JOOABIISIOT K

CUCTEME MUKPOIMYIIBCUHN C PACTBOPCHHBIM B HEM CUIIMKATOM, U ITOCJIC 3aBCPILICHUA
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J00aBIIeHUs ITepeMEeIIMBaHNE TPOI0JDKAIOT B TEUEHHUE ONPEAEeNIEHHOT O NIEPUO/Ia BPEMEHH,
3aTeM MEePEHOCST B BOJISIHYIO OaHI0 ¢ TeMrepaTtypori 25°C ajist orctauBanus 6oJiee 24 4acos.
DTaHOJ U METUJIICHXJIOPU]L, COAECPKALIMECS B ) KUIKOM KOMIIOHEHTE I10CIIE Pa3/IeiIeHUs Ha

HeHTpuUdyre MO HACTOALIEMY U300PETEHUIO, MOTYT OBITh M3BJIEYEHBI IEPETOHKOM. Pa3zmep

HAaHOYaCTHIl OJTHOPOJIEH U MOKET KOHTPOJIMPOBATHCS B IIIMPOKOM JiMana3oHe. Meto umeet
YHUBEPCAIbHYIO IPUMEHUMOCTD U LEHHOCTD JJI KpyIHOMAacIITaOHOTO pousBoAcTBa. [1pu
3TOM pa3Mepsbl onyyaroumxcss HaHouacTul SiO, cocrasiser 35-420 HM (3aMeTHO OOJIbIIIE,

YeM B HOBOM IIpeIjIaraeMoM croco0e).

B 6u3koMm ¢ mpeabiaynmm uzooperennu mo nateHty CN 107285325 (A) - 2017-10-24
Novel green single-dispersed silica nanoparticle preparation method croco0 Takxe BKJIFOYAET:
MIPUTOTOBJIEHUE MUKPOAMYJIbCUU BOJA/3TaHOI/ IMXJIOpMETaH, He coaepkanieit [IAB, mosnHoe
pactBopenue TOOC B macisiHOM (pa3e MUKPOIMYITBLCUU, IPUTOTOBIICHHOM HA TIEPBOM JTarle,
MOJ1 IEWCTBUEM YJIbTPA3BYKa U nepeMemmBanusi, noaseprast TOOC ruapoauTuiecKoi
MTOJIMKOH/ICHCAIIMY U IGHTPOOEKHOMY Pa3/IeJIeHHUIO ITOCIIe PEaKIMU; MHOTOKpATHAs TPOMBIBKA
TBEP/IbIX KOMIIOHEHTOB MOJISIPHBIM PACTBOPUTENIEM JIJIs ITOJTYYEHHUSI MOHOIUCTIEPCHBIX
HaHoyvacTull Si0, U MeperoHKa OCTABIIMXCS KUIKUX KOMIIOHEHTOB JIJIsl cOOpa 3TaHojIa U

JIUXJIOpPMETaHa. DTAaHOJI UCTIOJIb3YETCsl KaK PACTBOPUTEID, & TUXJIOPMETAaH UCTIOJIb3YeTCs
Kak MacisHas (aza. DTH IBa paCTBOPUTEIISI HE TOJIBKO JCIIEBBI, HO M U3-3a UX HU3KOU
TEeMITePATYPbl KUTIEHUSI MOTYT OBITh MOJTy4YEHbI TPOCTOM TUCTUILISILMEN ITOCIIE TPUTOTOBIICHUS
HaHouacTull SiO,. Ero MoxHO rnepepadaThIBaTh /17151 JOCTHYKEHUS 1IEJIU TIepepabOTKU. Y CIIOBUS

TUAPOIN3A Y MOJIMKOHICHCALIUU CIIeIyIOIINE: BhIAEpKKa 1-24 yaca Ha BOAsIHOM OaHe Ipu 25-
35°C. Pazmep vactui HaHOChEp U3 TMOKCHIA KPEMHHUSI COCTaBIISIET 275-785 HM.

B u3zo06perenuu no nmatenty CN 108751208 (A) - 2018-11-06 Monodisperse silicon dioxide
nanosphere prepared by surfactant-free microemulsion and preparation method thereof co3nana
cucreMa MUKposaMyJibeuu 0e3 ITAB, mpurotrosieHHas U3 aTuaaneTaTa, U30MpPOMUIOBBIX
CIMPTOB U BOJBI; ITWIALETAT B KAUECTBE MACIISTHOM (Da3bl B CUCTEME, 4 U30TTPOITUIIOBbIE
CIIUPTHI UCTIOJIB3YIOTCS B KauecTBe pacTBopuTeiied. Criocod XxapaKTepu3yeTcs MoIydYeHHeM
HaHOChEp TMOKCUIa KPEMHHUS C OJTHOPOJIHBIM U TAKXKE PETYIUPYEMBIM pa3MepoM MyTeM
PEeryJIupoBaHUs coJepKaHus dTunanerata. Pasmep yactui 1MOKCHIa KPEMHUS JIEKUT B
nuaraszone 200-246 HM, Tpy 3ToM 00J1a/1a10T Xopoiiiel MOphOI0Trel U YUCTOM MMOBEPXHOCTBIO.

MOXHO OTMETHUTB, UTO B CPABHEHHUH C HOBBIM IPEIIATa€MbIM CIIOCOOOM MOJIYyYEHUS
HAHOYACTHUII TUOKCHUIA KPEMHUSI, B OTTMCAHUSIX YKA3aHHBIX KUTAMCKHUX U300pETEeHMIA
CYIIECTBEHHBIH JIJI1 HOBOTO criocoba mapaMeTp pH BOIHOro pacTBOpa HE YIIOMUHAETCS.

Takxe 17151 XapaKTepUCTUKU YPOBHS TEXHUKHW BAXKHBI OMUCAHUSI N300 PETEHUN B IBYX
Koperckux nmaTeHTHbIX 3asBkax: KR 20140098625 (A) u KR 20080063007 (A).

B u300perenun KR 20140098625 (A) - 2014-08-08 PROCESS FOR PREPARING WATER
DISPERSIBLE SILICA NANOPARTICLE (WO 2014119913 (A1) - 2014-08-07) METHOD
FOR MANUFACTURING SILICA NANOPARTICLES WITH EXCELLENT WATER
DISPERSION PROPERTIES). WO 2014119913 (A1) ucnons3yetcs TOOC metog,
BKJIFOYAIOIIMHI CTA/IMI0 B3AUMOJCUCTBUS OCHOBHBIX MATEPUAIIOB U MPENIIECTBEHHUKA
(mpexypcopa) IMOKCHUAA KPEMHMUS C IMOJIYYEHUEM PACTBOPA C MOJIUBUHUIIUPPOIUIOHOM
(ITBIT) B cmecu C1-C5 criupta v Boabl. C1-C5 criupT BIOpaH U3 TPYMIIBI, COCTOSIIEH U3
METAHOJIa, 3TAaHOJIA, IPOIIAHOJIa, U30MPONIAHOJa, OyTaHOJa, U300yTaHOJIa, IEHTAHOJIA 1
u3onentanosa. OCHOBHOM MaTepuall BBIOMPAIOT U3 TPYIIbI, COCTOSIIIEH U3 aMMHUAKa,
TUAPOKCHUIIA HATPUS U TUIpOKcHaa Kaud. [IpeaiecTBeHHUK AMOKCHUIa KPEMHMUS BBIOpAH U3
CpyYIIIbL, cocTosIMIEN U3 TeTpasTuiioprocuukata (T20C), TeTpaMeTUIIoOpTOCUIIMKATA,
TEeTpadyTUIIOPTOCUIIMKATA, TETPAXJIOpCUIaHa U cuiiMKaTa HaTpus. C MOMONIBIO POCTOTO
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OJHOCTAJUHUHOTIO IIPOLECCA CUHTE3a IMOJIyYEHHbIE HAHOYACTULBI JUOKCUIA KPEMHHUS UMEIOT
pazmep ot 20 1o 100 HM, XOPOIIO AUCIEPTUPOBAHBI B BOJIE U COXPAHSIIOT JUCIIEPTUPYEMOCTh
B BOJIe O€3 arjioMepauuu B TeUEHUE JUIMTEIbHOTO MepUoa BpeMeHU 0e3 MoIupuKaIuu
IMOBEPXHOCTHU MPUTOTOBJIEHHBIX HAHOYACTHUL JMOKCUAA KPEMHUSL.

B uzo6perenuu mo KR 20080063007 (A) - 2008-07-03 A SILICA NANO PARTICLE AND
METHOD FOR MANUFACTURING THEREOF moauduiupytoT caMblii MOITYISIPHBIA METO/T
[IITobepa, npeaaras UCIOIb30BaTh HOBBIN pacTBOp. [Ipeqnaraercs criocod moyryueHus
HaHOYACTHIl JUOKCUIA KPEMHHSI, TO3BOJISIFOIIUI JIETKO MOJIYUYUTh O0JIbIIIOe KOJIUYECTBO
HAHOYACTHI] JIMOKCHIA KPEMHMUS IIPU KOMHATHOW TEMIIEPATYPE 32 CUET YJIYUILLICHUS
cyectBytomero meroaa Llltobepa, ¢ nodasiaeHueM anuoHHoro noiaumepa. Crocod
[MOJIyYE€HUSI HAHOYACTHI] IMOKCHU/IA KPEMHUS BKJIrOUAeT: ctaauto (S10) cmemMBanus 1
TepeMeIIMBaHUs aHUOHHOTO TIOJIMMEPa ¢ JUCTUIMPOBAHHOMN BOAOM UK Oy(pepHBIM
pactBopoM; 3Tan (S20) nobaBIeHUs CIIUPTA K MePeMEIIaHHOMY PAaCTBOPY JJIs CMEIIMBAHUS
CIIUPTA CO CMELIAHHBIM pacTBOpoM; cTaauio (S30) cmemmBanust ammuaka u TEOC co
CMEILIaHHBIM PACTBOPOM C J0OABJICHUEM CIIUpTa; U cTaaus (S40) B3auMOAEHCTBUSI CMEIIIAHHOTO
pactBopa ¢ ammurakoMm 1 TEOC mocpencTBoM mpoiiecca iepeMenmBaHus ¢ 00pa3oBaHUEeM
HAHOYACTHI TMOKCHU/IA KPEMHUS U OUUCTKU HAHOYACTHI] IMOKCUIA KPEMHUS CIIMPTOM.
AHWOHHBIN ITOJIUMEP MPEACTABISET COOOM BOIOPACTBOPUMBIH ITOJIMMEDP C AHUOHHOM
(GYHKIMOHATBHOW TPYMIION HA OCHOBE MOJUAKPUIOBOM KUCITOTHI, TOJIMMETAKPUIIOBOM
KUCIIOTHI, TOJIUTPUO(PEHYKCYCHOM KUCIIOTHI, TOJIUCYIH(OHATCTUPOIIA UK UX KOMOUHAIIUY.
[Tocre no6aBIeHNss aHKOHHOTO MMOJIMMEPA K TUCTUUTMPOBAHHOM BOJIe WU OypepHOMY
pacTBOpy ¢ OTperyaMpoBaHHbIM pH (puM.: KOoHKpeTHas BenvuruHa pH B u3o0pereHun He
yKa3aHa, HO €CTh CChUIKA B YPOBHE TEXHUKMU HA aMepuKaHCKui nateHt US 5597512, rue
OIMKMCAaH MPOUECC CMENIMBAHUS BOJHOTO PACTBOPA, COAEPKAIIETO AKTUBHBINA PACTBOP
KPEMHHUEBOM KUCIIOTHI, B KOTOPOM pH 10BeneH 10 2-5) aHUOHHBIN [OJIMMED [IEPEMELLIUBAOT
Y TIEPEMENIMBAIOT B 3apaHee ONMPEAECTIEHHBIX YCIOBUSIX. [lepeMennBanye MpeanoYTUTETbHO
npoBoaaT mpu 500-1500 06/mun B Teuenue 10-60 munyT. ITocne qo6aBieHUss aHHOHHOTO
MoJuMepa K TUCTUILIMPOBAHHOMN BOJIe WK Oy(dhepHOMY pacTBOPY C YCTAaHOBJIEHHBIM pH 1
MepeMeIIMBaHus K MepPeMENTMBAEMOMY CMEIIIAaHHOMY PAacTBOPY J00aBJISIIOT CIIUPTHI, TAKUE
Kak 3TaHOJI WK MeTaHoI, ¥ nepeMemmBaroT (S20). Hanouactuupl umerot pasmep ot 90 Hm
110 350 HM (TTpYM.: B HOBOM ITpeyIaraéMoM U300peTeHUH pa3Mepbl HAHOUYACTHI] €I11€ MEHBIIIE).
Temnepartypa peakuuu B mpoluecce nepemermBanus cocrapisier oT 40°C go 80°C. (mpuM.: B
HOBOM IpeIJIaraeMoM U300PETEHNU 3HAUEHHUS TEMIIEPATYPhl MOTYT OBITh HEMHOTO BBIIIIE).
[Tocne cmemmBanust ammuaka u TOOC B pacTBope, K KOTOPOMY J100aBJIEHBI CIUPTHI, CMECh
MOJIBEPraeTcsl B3aUMO/ICUCTBUIO MIOCPEICTBOM MPOIECcca MEPEMENIMBAHUS C 00pa30BAHUEM
HaHOYACTHII ITMOKCHIA KPEMHUS pa3InaHON (hopMbl. B 3TOM citydae Bpems niepeMenBaHus
coctaisieT 10 yacos. [IpeanouturensHo padotath ripu 1500~2500 06 /MuH B TeyeHue ~15
yacoB. HaHouactuipl Tuokcraa KpeMHUs1, 00pa30BaHHbIE TPOMBIBKOM, MOTYT OBITh U3MEPEHBI
10 pa3Mepy U IPOBEPEHBI HA OJJHOPOJIHOCTH C IIOMOILBIO AaHAJIM3AaTOPA pa3Mepa YaCTHIL
Otsuka Electronics ¥ CKaHUPYIOLLETO 31EKTPOHHOT 0 MUKpockora (COM). Korna HanouacTuibl
JIMOKCHJIa KPEMHUS 00Pa3yIOTCs MOCIIE CMEITMBAHUS TUCTUITMPOBAHHOM BOABI M AHUOHHOTO
IoJIMMEpPA B MNOAXOAAIIEM MACCOBOM COOTHOILICHUH, PACIIPEACIIEHUE YACTHL [0 pPa3Mepam
SIBJISIETCS OHOPOJAHBIM HE3ABUCUMO OT KOJIMUECTBA AHUOHHOTO MOJIMMEpPA.

OO01eit 0cOOEHHOCTHIO BCEX BBINIEYKA3aHHBIX M300pETEeHUH CITIOCOOOB SIBSETCS TO, YTO
MIPUHIMITHAITEHO BCE 3THU CITOCOOBI MOJTYYCHHUS] HAHOYACTHUI] TUOKCHUIA KPEMHUS SIBIISIFOTCS
BOCXOJISIIIUMHU (TOAX0M «bottom-up»), a He HUCXOASIIMMU (1T01X01 «top-down»), U HE
UCTIOJTB3YIOT OOBEMHBINM KPEeMHUI (HampuMep, KPEMHHUEBBIE ITaHEIIU COJTHEUHBIX OaTapeti) B
KaueCTBE UCTOYHUKA KPEMHUS [T CUHTE3a HaHo4acTul Si0,.

Crp.: 6



10

5

20

25

30

35

40

45

RU 2758782 C1

PackpriTre uzoopereHus

B oTinuuMe oT BceX U3BECTHBIX METO/IOB B YPOBHE TEXHUKU MPEAIIAraeTCs OJHOITAITHBIN
METO/ HUCXOIAIETO (IoaX0/1 «top-down») TpeoOpa3oBaHusi 00bEMHOI'0 KpeMHHUS (B KAUeCTBE
VCTOYHMKA) B HAHOYACTHUIBI AUOKCUAA KPEeMHUS. BbIOOp 0OBEMHOIO KPEMHUS B KAUECTBE
CBIPbS JUIS1 CO3JAHUSI HAHOYACTHI] OKCH/Ia KPEMHHUS OOBSICHSIETCS €r0 JOCTYITHOCTBIO U
LIMPOKOW PACIIPOCTPAHEHHOCTHIO B IPOU3BO/ICTBE MOJIYIIPOBOJIHUKOBBIX MATEPUAIIOB U
coytHeuHbIX OaTapei. [IpeoOpazoBaHMe KPEMHUSI B HAHOUYACTHULBI OKCUIA KPEMHUS SIBIISIETCS
Ba)KHOM 9KOJIOTUUYECKOM 3a/1a4eii, TOCKOJIbKY 3TO CIIOCO0 /JIs1 BTOPUYHOT'O UCIIOTIb30BAHUS
KPEMHHUEBBIX 0TX0/10B. [Ipennaraemslit cmiocob cuHTE3a 001a4a€T OTPOMHBIM TOTEHIUAIOM
JUIs1 IEpepabOTKU U yTUIIM3AlMKM KPEMHUEBBIX OTXO/I0B, KOTOPbIE TPaHCHOPMUPYIOTCS B
HAHOYACTHIIBI, IPUTOJIHBIE JIJIS1 TOBTOPHOT'O UCTOJIb30BaHUs. Crioco0 sBIseTCs
MacITabupyeMbIM U HE UCTIOJIb3yeT TOKCUIHBIE peareHThl. DPGEKTUBHBIN CITOCO0
peo0pa3oBaHusi 00 BEMHOT0 KPEMHHUS, HATPUMED, YTUIM3AUU OO BEMHBIX KPEMHHUEBBIX
OTXOJIOB, B TOM YMCJIE JIErPaIMpPOBABIIMX KPEMHHUEBBIX IIJIACTUH COJIHEUHBbIX OaTapei, B
HAHOYACTULBI JUOKCUIA KPEMHHUS MO3BOJIUT AATh BTOPYIO KU3Hb KPEMHHUEBBIM OTXOJaM B
obacTsax 00pabOTKK MAaTEPUATIOB, OIITUKH, (POTOHUKH, (hapMALEBTUIECKUX U KOCMETUIECKUX
MIPUMEHEHHUSIX, IPOU3BOJICTBE PE3UHOBBIX U IJIACTMACCOBBIX U3IETIHUIA.

IToMHMO 3KOJIOTMUECKOTO U TPE0OPA30BATEILHOIO MOTEHIMAIIA TPEASIaraeéMoro crocooa,
OH TAKXe€ SIBJIETCS MPOCTHIM B UCIIOIBb30BAHUM, HAJIEKHBIM, MACIITAOUPYEMBIM, & TAKXKE
MO3BOJISIET KOHTPOJIMPOBATH pa3Mep HAHOUYACTUIL AMOKcHIa KpeMHusa. KoHnTponupys
TEMIIEPATYPY U BPEMsI TUAPOJIN3a MOKHO U3MEHSITh KaK CPETHUN pa3Mep HAHOYACTHUL, TAK
Y IIUPUHY PACTPEAEIICHUS.

HanouacTtuiibl CUIIMKY (IMOKCUIA KPEMHHUST) TOJIy4atoT Ojarogaps paCTBOPEHHIO OO bEMHBIX
IJIACTUHOK KPEMHMS B BOAHBIX pacTBopax ¢ pH He MeHee S (TUApOIU3 U TUAPOTEPMATIbHbIN
cunres). Bapuanuu remnepatypsl (0T 20°C go 300°C) u BpeMeHu (0T 2 4 J10 96 1) cuHTE3a
ITO3BOJISIFOT KOHTPOJIMPOBATH CPEHUN PA3MEP YACTHIL B IpaHunax oT 8 10 50 HM.

Taxum 06pazom, mpeIaraeTcsi CocoO HUCXOASIIETO OHOATAITHOIO CUHTE3a HAHOUYACTHI]
JUOKCUIA KPEMHUS, IIepepadaThIBAIOIINIA THIAPOIU30M UM TUAPOTEPMAIIBHBIM CUHTE30M
npu pH>5 BoiHOTO pacTBOpa MakpoUyacTHlbl 0ObEMHOTO KPEMHHUS B MOHOIUCTIEPCHBIE
HAHOYACTHIIBI TMOKCUIA KPEMHUS U 00ECTIEUUBAIOLIMI PETyIMPOBAHUE CPETHUX PA3MEPOB
HaHouacTuIl B [uana3one ot 8 10 50 um nipu temneparypax ot 20°C go 300°C (ot 300 no
453 K) u BpeMeHax cuHTe3a oT 2 4 10 96 u (B cpeanem 10 u).

Cnoco6 MOXeT UCIIOIB30BATh B KAUECTBE IONOJIHUTEIbHBIX KATAIN3aTOPOB THAPOKCUL
aMMOHUS (BOJHBIN pacTBOp) WM oprannyeckue ocHoBanus (CH3NH,, (C,Hs)3N, NoHy,

(CH3)4NOH wu np.), Heopranuueckue menoun (LiOH, NaOH, KOH u np.), HeopraHuueckue
comu (K,CO3, NaNO,, NaCl, NaHCO3 u z1p.) B KauecTBE pacTBOPOB.

Cnoco6 mperMyIecTBEHHO UCIIOJIb3YET PEAKTOP U HAIPEBATEIIbHBIN JIEMEHT JJIs1
peryaupoBaHus TeMiiepaTypsl Boiie 20°C 1 BpeMeHU THAPOTEPMATIbHOTIO CUHTE3a HAHOYACTHIL
JTIMOKCUIA KPEMHUS U3 0OBEMHOI0 KPEMHMSI; B KAUECTBE PeaKTOpa UCIOJIb3YIOT aBTOK/IAB
WM KOHTEHHEP WIIM COCY[l, U3TOTOBIIEHHBIN U3 MeTasuia, TeIoHa, KEPAMHUKH.

IIepedyens pucyHkoB

@ur. 1. PoTo O10K-cXxeMa Ipolecca nepepadboTKH 00BEMHOMN IIIACTUHBI KPEMHUS B
HAHOYACTHULBI JUOKCUIA KPEMHHUS.

@ur. 2. KomnberotepHas u300pa3utenbHas 0JI0K-cxema Ipolecca nepepadboTku 00beMHOMN
IUIACTUHBI KPEMHHUS B HAHOYACTULBI JUOKCUIA KPEMHMUS.

@ur. 3. 3aBUCUMOCTH BPEMEHHU peakLuu (BpeMeHH pacTBOpeHHs 0.3 T 00beMHOT0 KPEMHHS)
OT 3Ha4YeHMst pH npu OTCYTCTBUM UM HAJIMYMM PA3JIMYHBIX KaTaJIU3aTOPOB.
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@ur. 4. 3aBUCUMOCTb CPEIHETO pazMepa HaHovYacTul Si0, OT: a) BpeMEHU TMAPOIIU3a (TIPU
T =453.15 K); b) remniepatypsl (ipy KOHUEHTpaUUd aMMOHUS C,monia = const = 1%).
@ur. 5. COM u3o006paxeHne HAHOYACTHIL TMOKcUAa KpeMHus Si0,, OJTyUYeHHBIX B paCTBOPE

JTUCTULJTMPOBAHHOMN BOJIbI, B TEUEHUE HEJIEIU
@ur. 6. COM uzobpaxkenuss HaHovyactul Si0,, TOJTYYEHHBIX B TEUEHUE PA3HOTO BPEMEHMU.

@ur. 7. COM uzobpaxenust HaHouacTul| SiO,, MOJYUYEHHBIX ITPU Pa3HbIX TEMIIEpATypaXx.
@ur. 8. COM uzobpaxenust HaHo4YacTUll Si0, ¥ TUCTOTPAMMBI PACHPEACIICHUS YACTHUIL I1O

pa3mMepaM: nipu ycinoBusix 48 yacoB cuHTe3a U 453.15 K s (a),(c); 96 yacoB u 453.15 K s
(b),(d).

@ur. 9. [I9M (TpaHCMHUCCHOHHBIN IEKTPOHHBIM MUKPOCKOIT) U300 paKeHUsI HAHOYACTHI]
okcuaa kpemHus SiO,, CHHTE3UPOBAHHBIX IIPU PA3JIMUHBIX TeMmnepaTtypax: a) 353.15 K b)

453.15 K. Bkaiku moka3bpIBalOT pacCesTHHbIE KOJIbLIEBbIE CHUMKH JIEKTPOHHOM U paKIUHU.
COM CHUMKHM BBICOKOTO pa3pellieHus oKa3aHbl 115 Temnepartyp: ¢) 353.15 K d) 453.15 K.

OcyiecTBiieHre U300 pETEHUS

Ha ®ur. 1 u 2 npeacrapiensl HaIsiAHbIE (OTOCXEMA U KOMITbIOTEpHAS M300pa3uTeIbHas
cxema Ipoliecca rnepepadoTKku 00beMHOMN TIACTUHBI KPEMHUSI B HAHOUACTHIIBI TMOKCUIA
KPEMHHSL.

[Tozumusimu Ha Dwur. 1,2 0003HAUEHBI B TOCIIEIOBATEILHOCTH TEXHOJIOTUYECKUX TTPUEMOB
criocoba: 1 - TpaBieHue (OUUCTKA) UCXOHON MaKPOYaCTUIBI 6 00bEMHOT0 KPEMHHUS, 2 -
3arpy3Ka OYMIIEHHON MaKpO4acTUIbl 7 B TEPMETUYHBIN aBTOKJIAB §; 3 - TMAPOTEpMaJIbHbIA
CUHTE3 HAHOYACTHUL 9 TMOKCUIA KPEMHMUS B aBTOKJIABE 8; 4 - BEITPY3Ka HAHOYACTHI 9 TMOKCHUIA
KPEMHHUS U3 aBTOKJIABa &; 5 - BU3yaIM3alys OJTYUYEHHBIX HAHOYACTUL 9 JIJ1 UCCIe10BAHUI
UX CBOMCTB. ['MapoTepMasbHbIi CUHTE3 IPOBOAUTCA ¢ yueToM 3HaueHu pH no mkase 10 u
Temriepatypsl 11.

ITnactunel kpemHus (B mpumepe Ha Dur. 1 pazmepom 3 cM), € IpeIBAPUTEIILHO OUUILICHHOM
MMOBEPXHOCTHIO TPABIICHUEM, JAJIEC TOMEIIIEHHBIE B ABTOKJIAB B BOJJTHOM PaCTBOPE WM B
pacTBOpE C aMMOHMEM, IPEBPALIAIOTCS B HAHOYACTULBI JUOKCHUIA KPEMHUS IIPU pa3HbIX
TeMIIepaTypax U BpEMEHAX CUHTE3a (TUAPOTEPMAJIbHBIN CUHTE3 WA JIEKOMITO3ULUSA).
CHHTE3MPOBAHHBIE YACTHUIIBI OKCUIA KPEMHMUSI SIBIISIOTCS CHEePUIECKUMHU U UMEIOT OMHAKOBBIN
NopsA0OK pazMepa. HaHouacTuibl IMOKCHAA KPEMHUSI MOTYT OBITh IMOJIyY€HbI 0€3
MCIOJIb30BAHUSI aMMOHMSI, B YUCTOM BOjie. HaHOUACTUILIBI CUITUKY OBLUTH MOJTyYeHBI O1arogapsi
PACTBOPEHUIO INTACTUHOK KPEMHMUS B BOJHBIX pacTBopax ¢ pH He meHee 5 (Ha Dur. 3
MPEACTABIICHBI 3aBUCUMOCTH BPEMEHHU PEAKIMU (BpeMEHM pacTBOpeHus 0.3 T MaKpOUYaCTHI]
00BEMHOI0 KPeMHHMsI) OT 3HaUeHus1 pH pu OTCYTCTBUM WM HAJIMYUU PA3TTUUHBIX
KaTaJIM3aTOPOB: Io3uluu 12 - B yucroii Boae ¢ pH=5, 13 - B unucroit Bone ¢ pH=6, 14 - B
ChIpOU MPOTOYHOM BOJIE€ U3-TI0J1 KpaHa (BoaoIpoBoaHOM Boae) ¢ pH=7; 15 - B BogHOM
pactBope NaCl ¢ pH=S; 16 - B BogHoM pactBope K2CO3 n/umu Na2NO2 ¢ pH=9; 17 - B BogHOM
pactBope aMMoHMs u/vuv ruapasuda ¢ pH=10; 18 - B BogHom pactBope LiOH n/vummu KOH
n/vmv CH3NH2 ¢ pH=11.

Temnepatypa v BpeMsi peaklyu SABJISIOTCS OCHOBHBIMM MTapaMETPAMHU, BIIMSIOIIMMU HA
pa3Mep 1 popmy pacripeaesieHuss HAHOYAaCTHIL o padMepaM. ONKMCaHHBIN METO/T TO3BOJISET
CUHTE3UPOBATH YACTUIIBI C KOHTPOJIUPYEMBIM CPETHUMHU PA3MEPOM B AUANIA30HE OT 8 HM 10
50 HM.

[TockombKy Mosyyaronmecss HAHOYACTHUIBI UMEIOT TEHACHIMIO K 00pa30BaHUIO arPEraTos,
TO YBEJIMYEHHE BPEMEHU CUHTE3a MPUBOAUT K YBEJIMUEHHUIO CPETHETO PA3MEPA YACTHUILL U
MPOSIBIICHUIO OMMOAaIbHOM (DOPMBI paCIIpeIeTICHUs YaCTUL] IO pa3MepaM.

[Tpumepsr ocyiiecTBiIeHUs W300peTeHUS
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B xadecTBe ncTOUHHMKA OOBEMHOT'0 KPEMHHUS ObLIIM UCTTOTB30BaHbl HR-, N- uP-kpeMHMeBbIC
TUTACTUHBL.

CHHTE3 HAHOYACTHIl OKCUJIa KPEMHMUSI OBLIT MPOBEICH B BOJIHOM pacTBope 0e3 100aBIeHust
cosert uim ocHoBaHMi. Ho 1mockonbKy mpouece B IUCTUIITIMPOBAHHOM BOJE UET TOBOJIBHO
ME/UIEHHO, TO B CUCTEMY TAK)K€ MTPEUMYIIIECTBEHHO JOOABISIOT OCHOBAHMUS, BHICTYIAIOIINE
B poJiv KaTanu3aTopoB. OCHOBAHUS B KAYECTBE KaTajM3aTopa: TUAPOKCUT aMMOHMS (25%
BOJIHBIN pacTBOP Mpou3BoicTBa kommnanuu SigmaTek), nenonusoBanHas Boga (=18 kOm

CM'I) JUISL CO3/TAHUST PEAKIIMOHHOM CPE/IbI.

BoiHblit pacTBOp aMMOHUSI OBLT UCIIOJIB30BAH JJIs1 yCKOPEHUSI ITPOLIECCa CO3IaHUs YACTHII.
Kpemnuii morpysxaics B paCTBOp aMMOHHUSI 00BEMOM 57 MII, ¢ KOHIICHTpalyel B rpaHuIax
oT 0.53 M 10 13.16 M. DTu pacTBOpbI IEPEHOCUIIM B TEPMETUUHbBIE ABTOKJIABBI U3
HEPIKaBEIOIIEH CTau ¢ TEJIOHOBBIM ITOKPHITUEM U BBIICPKUBAIIU TTPU PAZTUYHBIX
TeMmrieparypax B avaraszoHe ot 297.15 K 1o 453.15 K npu pa3HbIX BpeMEHaxX CUHTE3a OT 2
110 96 yacoB Mpy ayTOreHHOM AaBjieHuu. [1oce Tepmudeckoit 06padoTKuU, aBTOKIJIAB
U3BJIEKAJICS U3 TEPMHUYECKOTrO IKada ¥ OCThIBAJ ITpY KOMHATHOM TeMrnepatype. BHyTpeHHee
JIABJICHUE ABTOKJIABA TAK)KE BAPbUPOBAJIOCH B 3ABUCUMOCTH OT TEMIIEPATYPhI U HATIOJTHEHUS
aBTokiIaBa (57,47, 37 u 27 mn).

BiisiHve KOHLEHTpALMKY AMMOHMST HE UMEJIO CYIIECTBEHHOTO BIIMSIHUS HA MTPOLECC, TSI
IISITU pa3HbIX KOHLUEHTPALUNA pa3Mep 4acTUll ocTaBalicsi IpuMepHO 40 HM. Y MEHbIIIEHHE
KOJIMYECTBA AMMOHUS IPUBOUIIO K TOMY, UTO PACIPEICIICHUE YACTHUIL I10 pa3Mepam
CTAHOBMWJIOCH Oo0Jiee OCTPBIM, MUKHU B 00s1acTH 80-140 HM OTCYTCTBOBAJIM, YTO TOBOPUT O
BBICOKOWM MOHO/IMCIIEPCHOCTH ITOJIyYEHHBIX HAHOYACTHII.

AHajoruuHas porieypa MpoBOIMIACH ISl CHHTE3a HAHOYACTHIl JUOKCUIA KPEMHHUS B
AJIbTEPHATHUBHBIX OPraHUYECKHUX U HEOPTaHUUYECKUX OCHOBAHUSIX U COJISIX, KOHLEHTPpALUS
QJIbTEPHATHUBHBIX pacTBopUTesier BapbupoBajiach oT 0.1 M 1o 1 M. bbuiy ucnoib30BaHbl
OpPraHUYECKHUE OCHOBAHMS (METWJIAMUH, TPUITWIAMUH, TUAPA3ZUH, TUIPOKCUL
TeTpaMeTUIaMMOHUA), Heoprauudeckue menouu (LiOH, NaOH, KOH), HeopraHu4yeckue coJiu
(K»COj3, NaNO,, NaCl, NaHCO3), KucinoTsl (CONsiHas KUCIIOTA U IIJIABUKOBAs KUCIOTA).

Ha ®wr. 3 nmpencrasnena nadopmanus mo napamerpy pH pactBopa mmpu ucrob30BaHUN
aJIbTEPHATUBHBIX OCHOBAHMIA, C TOMOIIBIO KOTOPBIX ObUIM MOJIYYEeHbI YACTHUIIBI JUOKCUIA
KpeMHUsl. MOHO MOJIy4YUTh HAHOYACTHULBI JUOKCUAA KPEMHMUS, UCIIOJIb3YSl PA3JIMUHBIE
OpraHUYECKUE U HEOPraHUYECKHUE OCHOBAHUS cO 3HAaUeHUsIMU pH OouibIiie 9, a Takke BOJHbIE
PacTBOPBI HEOPTraHUYECKUX COJIEN, KOTOPBIE AAIOT CIA0YIO HIETIOYHYIO PEeaKLUIO.

Mopdomorus u pazmep gacTu OKCUaa KPeMHHUS ObLITH U3YYEHBI C TOMOIIBIO
CKaHMPYIOUIETO 3JIEKTPOHHOr0 MUKpockona (COM) Carl Zeiss Supra 40 system u
MPOCBEUYUBAIOIIETO 3JIEKTPOHHOTO MUKpOocKoma (IT9M) 1 JEM 2100F (UHR/Cs) ¢ ycKOpsIFOIImm
HanpsbkenueM B 200 kB.

Cratuctrka pa3Mepa yactuil Obljia rmojydeHa nocie oopadorku CIOM-u3odpakeHuit
YaCTHL B TIpOrpaMMHOM oOecrieueHnd LabView, KOTOPOE MO3BOJISIET HAKATUIUBATH CTATUCTUKY
110 pa3Mepy U pacrpeiesIeHUIo YacTull 111 Habopa uzo0paxenuii. KonmuecTBo yacruil,
UCTIONIb30BAHHOE 1T (POPMUPOBAHUS CTATUCTUKH, focTuraeT 500. @opMma pacrpeneneHus
Y CPEHUI pa3Mep YacTull JIsl OHOTO Mpoliecca ObUIM MOIYUYEHBI 151 KaXXI0To Habopa
JKCIIEPUMEHTAIBHBIX IAPAMETPOB IIpOLEcca.

NudpaxpacHas ciekTpockomnus Ha ocCHOBe peoodpazoBanus dypoe B nipeaenax 1500-400

cM’!, GbUIa 3amMcaHa ¢ TOMOLIBIO cnektpodoromerpa Bruker Vertex 70V. CriekTpsl ¢

TouHOCTBIO B 0.5 cM™! Gblin IIOJIyYEHBI B PE3YJIbTATE IPOCBEUMBAHUS IIJIEHOK OCAXKIECHHBIX
Ha KPEMHHH, KOTOPBIH SIBIISIETCSI MPO3pAaYHBIM B MH(PpaKkpacHoM nuanasone. Kpucrammueckue
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CTPYKTYPBI OB IMIPOAHATIU3UPOBAHEI C MOMOIIBIO audpakTomMeTpa Huber G670 ¢ CoKa
H3JIydeHueM (JyMHa BOJIHBI = 1.78892 £ ).

JI71 TEOPETUUECKOTO MOATBEPKACHUS MOJTYUEHHBIX (PU3UKO-XMMUUECKUX PE3yJIbTATOB
TAK)KE IPUMEHSTIOCh UMUTALMOHHOE KOMITBIOTEPHOE MOJIEIMPOBAHKE ITPOLECCOB CIIOCO0A.
N3 pe3ynbTaToB MOAETMPOBAHUS MOXKHO YBUAETh HAJTMUME IOBEPXHOCTHBIX Si-H cBs3ei.
[TonoGHast aToMHast KOHGUrypauys TOMyJIspHA ISl U3YYEHUH OKUCIICHUS KPUCTAIIIIOB
KpEMHUS, IEPBOHAYAJIBHO MMOJIBEPTHYThIX KUCJIOTHOMY TPaBJIEHHMIO C 00pa30BaHUEM CBSI3El
Si-H Ha noBepxHoctu kpeMHus. [Ipennonaraercs, uro koHuenTpauus OH 3HauuTenbHa U
onpenensercs pH, dopmupoBanne OH-cBsi3elt MoxeT ynansaTb MoHoMepsl Si (SiHXx(OH)y,
re Xx+y=4) ¢ TOBEpPXHOCTH. DTH KPEMHHUEBbIE MOHOMEPHI MHULMUPYIOT CAMOOPIraHU3aIUIO
OKCHJIa KPEMHHMSI B HAaHOYACTUIbL. Takum oOpa3om, 3HaueHue pH B 3HAUMTEITbHON Mepe
BJIMSET HA CKOPOCTh (DOPMHUPOBAHUSI HAHOYACTHII, YTO COBIAIAET C MIPAKTUUECKUMU
JKCIepUMEHTAIbHBIMU TaHHBIMU. Takxke, mpumecu P (pocdopa), B (6opa) u MosiekysspHbIe
neeKThl Ha TOBEPXHOCTH KPEMHHUS BEAYT K YCKOPEHUIO CKOPOCTH PEAKIIWH.

Bpewmst peakuuu BiusieT Ha pa3Mep yacTtuil. YuciaoBas 3aBUcUMOCTS (Tpaduk (19)) cpeanero
pa3Mepa yacTul OT BpEMEHU peakuuu rpuBeaeHa Ha Dur. 4a. CpegHuil pazMep 4acTull
W3HAYaJIbHO PE3KO YBEIIMUMBAETCS, & 3aTEM CTAHOBUTCS MOCTOSIHHBIM. Takum o6paszom,
npouecc OPMUPOBAHUS YACTUL] JEMOHCTPUPYET XapaKTePHOE BPEMS HACBIIIEHHUS TOPSIIKA
24 yacoB. Ha @ur. 4b npencrasieH rpaduk (20) UsMEHEHUI CpeHUX pa3MePOB HAHOYACTHII,
MOJTy4YeHHbIE HA BpEeMEHaX HacChIleHus (24 1 6oJiee 4acoB) IIPHU pA3IMYHBIX TEMIIEpaTypax
u3 quana3ona 323-453 K. Anamus pasmepa gactui mo COM uzobpaxenusm (dwur. 5 - COM
n300pakeHre HAaHOYACTHIL IMOKcUIa KpeMHHUsI Si0,, MOJTyUYEeHHbIX B paCTBOPE

JUCTUZIMPOBAHHOM BO/IbI, B TeueHue Henenu; dur. 6 - COM uzobpakenus HaHovyacTull SiO,,
MOJIyYEHHBbIX B TeUueHue pa3Horo Bpemenu; dur. 7 - COM uzoOpaxenus HaHovyacTull SiO,,

MOJIYYEHHBIX IIPH Pa3HBIX TeMIlepaTypax) AeMOHCTPUPYET, UTO CPEAHHUM pa3Mep YaCTHII
MOHOTOHHO yBEJIMYMBAETCS ¢ pocTOM Temnepatypsl (Dur. 7 u dur. 4b). Takon
9KCIIEPUMEHTAILHBIN Pe3yJIbTAT COTIIACYETCS C 3aKOHOM A ppeHHyca.

[Tpu 5TOM 00BEM 3arpy3KW/AaBIICHUS BHYTPHY COCY/1a aBTOKJIABA TPAKTUYECKU HE BITUSIET
Ha cpeaHMit pa3Mep GopMUPYeMbIX yacTuil. {71 TpexX pa3HbIX 3HaUEHUI 3arpy30K B aBTOKJIaB
pa3Mep yactui| ocraBacs npumepHo 30 HM. Taxkum 0Opa3om TeMIlepaTypa ¥ BpeMs peakiyu
SIBJISTFOTCSI OCHOBHBIMH TTapaMETPAMU, XapaKTEPU3YIOIMUMHU pa3Mep GOPMUPYEMBIX YACTHIL.
[TonGop BpeMEeHM peakvu U TeMIIePaTyPhI MO3BOJISIET MOJYYUTh CAMbIC MaJICHbKHE U3
BO3MOXHBIX YACTHI] C pABHOMEPHBIM MOHOUCIIEPCHBIM pacIipeiesieHeM 1o pazmepaM (Dwur.
8 - COM wuzobpaxenust HaHouactul SiO, v rucTorpaMmsl (21,22) 10CTaTOYHO

MOHOJMCIIEPCHOTO PACIIPENEIICHUS YACTUL IO pa3MepaM: IIpY YCI0BUIX 48 4aCOB CUHTE3a U
453.15 K 114 (a),(c - ructorpamma (21)); 96 vacoB u 453.15 K g (b),(d - rucrorpamma (22)).
s 6osee MOTHOM BU3yaIM3aLUK MTOJYyUYEHHbBIX YACTHUL, ObUIA TPOBEAEHBI UCCIIETOBAHUS
¢ ucnosibzoBanueM [19M (mmpocBeurBaromas 3neKTpoHHast MUKpockonust). KomOunanus
COM u [15M no3BoseT NOHATH pazMep U (popMy HHAMBUIYATBHBIX YACTHUL, MOP(HOIOTHUIO
arperaunuii 4acTull, a TaK)Ke MOJHYIO BHYTPEHHIOIO CTPYKTYpY dyacThll. CUHTE3UpPOBAHHBIE
YaCTHULIBI OKCHJIA KPEMHMUSI SIBIISIFOTCS C(hepUYECKUMU U UMEIOT OJJMHAKOBBIN IMOPSA0K pa3Mepa.
Ha ®ur. 9 npencrasiensl [I9M (TpaHCMUCCMOHHBIH 3JIEKTPOHHBIM MUKPOCKOIT) U300 pasKeHUS
HaHOYaCTULl OKcHIa KpeMHUs Si0y, CAHTE3UPOBAHHBIX IIPY PA3JIMUHBIX TEMIIEpaTypax: a)

353.15 K b) 453.15 K. Bki1aiky OKa3bIBalOT PACCESIHHBIEC KOJIbLEBbIE CHUMKHU 3JIEKTPOHHOMN
mudpakipy. [I9M CHUMKH BBICOKOTO pa3pelieHus TAaK)Ke TTOKa3aHbl TS yCIIOBHM TEMIIEPATyD:
¢) 353.15 K d) 453.15 K. U3 I19M uzobparxkeHuit MOKHO 3aKJIFOYUTh, YTO HAHOYACTHIIBI
MMEIOT T€HJICHLMIO K 00pa30BAHUIO arperaTos.
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Takum 00pa3zom pa3padoTaH U alIPOOUPOBAH HUCXOASIIUN CIIOCOO THIPOTEPMATBHOTO
CUHTE3a HAHOYACTHIl OKCcUAa KpeMHUs. ONUCaHHBIN MTOJX0/] MTO3BOJISIET epepadaThiBATh
IJIACTUHBI KPEMHHUS, IOMEILIEHHBIE B AaBTOKJIAB C BOJHBIM PACTBOPOM B HAHOYACTULBI TUOKCUIA
KPEMHUS ITPY Pa3HBIX TEMIIEpaTypax U BpeMeHax CUHTe3a. AHAJIU3 ITOKa3aJl, YTO TeMIleparypa
Y BpeMsl PEaKIUU SIBJISIIOTCSI OCHOBHBIMU TTapaMeTpaMu, BIMSIONIMMU Ha pa3Mep U popmy
pacrpe/iesieH|s 4acTuil 1o pa3zMepam. OMUCcaHHbIN CIIOCO0 MO3BOJISIET CHHTE3UPOBATH YACTUIIBI
C KOHTPOJIUPYEMBIMU CPETHUMHU pa3MepaMu B Auana3zoHe ot 8§ HM 10 S0 HM. HaHnouyacTuisl
JTIMOKCUIA KPEMHUSI MOTYT OBbITh IMOJIYYeHbI B UUCTOM BOJIE, O€3 UCTIOJIb30BAHUS AMMOHUS B
KayecTBe KaTaimzaTtopa. [IpoaeMoHCTpupOBaHHbIN c1OCO0O CUHTE3a 00J1a1aeT OIPOMHBIM
MOTEHUMAIOM J1JIs TepepabOTKU KPEMHUEBBIX OTXO/10B, KOTOPbIE TPAHCPOPMUPYIOTCS B
HaHOYACTHIIBI, TPUTOJTHBIE JIJISI IOBTOPHOTO UCTIONIb30BaHUs. Crioco0 SBIISIETCS
MAacCIHITaOMPYEeMbIM U HE UCTIONIB3YET TOKCUUHBIE peareHThl. [IoMuMOo sKCriepuMeHTaIbHON
BaXKHOCTH CII0C00a, OH MOXET MOCITYXKUTh OCHOBAHUEM [1J1s1 (HOPMUPOBAHUS TATTbHEUIIINX
UCCIIEJOBAHMI 1O TIepepaboTKe 0OBEMHOI'O KPEMHHUS.

(57) ®opmyna uzobpeTeHus

1. Crtoco® HUCXOSIIETO OAHOATAITHOTO CHHTE3a HAHOYACTHIL IMOKCUIA KPEMHUS U3
00beMHOTr0 KpeMHus1 — HR-, N-, P-kpeMHueBbIe IUIaCTUHBI ¢ IepepaboTKoi ipu pH>5 BogHOrO
pacTBopa rUAPOTEPMAIIBHBIM CUHTE30M IIpU Temrieparype 297,15-453,15 K B Teuenue 2-96
4aCOB MAaKpPOYaCTUL 00 BEMHOTO KPEMHHUS B MOHOJIUCIIEPCHBIE HAHOUYACTHIIBI TUOKCUIA
KPEMHHSI C BO3MOYXKHOCTBIO PETYJIMPOBAHUS CPETHUX PA3MEPOB HAHOYACTUL] JUOKCHUIA
KPEMHHUSL.

2. Crioco0 1o 1.1, UCTIONB3YIONIUI B KAUeCTBE KaTAIM3aTOPOB THIPOKCHT aMMOHMS
(BoaHBIN pacTBOp) WM oprannyeckue ocHoBanus (CH3NH,, (C,Hs)3N, NoHy, (CH3)4NOH u

np.), Heopranuueckue menouu (LiOH, NaOH, KOH u np.), Heopranuueckue con (K,COs3,
NaNO,, NaCl, NaHCO3 u 1p.) B KauecTBe pacTBOPOB.

3. Crioco6 no 1.1 uim 2, UCOJb3YIOMKI peaKTOP U HAarpeBaTEIbHBIN JIEMEHT 15
peryivMpoBaHus TemnepaTypsl Bbilie 20°C ruApoTepManbHOrO CHHTE3a HAHOYACTHUI JMOKCHIA
KPEMHHUS U3 00bEMHOI0 KPEMHHUS; B KAUECTBE PEAKTOPA UCIOJIb3YIOT ABTOKJIAB, UJIU
KOHTEMHED, WM COCY, U3TOTOBJICHHBIN U3 MeTasia, TeIoHa, KepAMUKHU.

4. Cnioco6 o n.1 uinm 2 ¢ pa3MepamMu CUHTE3UPYEMbIX HAHOYACTHI JUOKCUAA KPEMHUS B
avanasoHe ot 8 HM 10 50 HM.

Crp.: 11



RU 2758782 C1

dur.2

Crp.: 12



RU 2758782 C1

18

17

ANM <O O~

0 W i wah w wah W w

NONEN -
©
w

h ‘unmiead swadg

11

0

1

®ur.3

T T
SKcnepumeHT

Teopusi

o
~

[=3
©

L 1 i L
Q =] Q [=3 o
= < @ « =

WH ‘NnLoen deweed ynHirad)

T T T
OKkcnepymMeHT

Teopus

I
60

Bpems, 4

L L L L L L L
Q o 9 9 o Q 9o
©® K © » ¥ ™ «

WH ‘NnLoen deweed ynHIrad)

450

400

Temenepatypa, K

350

100

1
80

40

20

dur.4b

®dur.4a

®ur 4

Crp.: 13



RU 2758782 C1

®ur.5

®ur.6

393,15K e)

Dur.7

Crp.: 14



(¢}

KonuyectBo

RU 2758782 C1

21 ]
1 hmﬂ | -

o

KonuyectBo

=
20

40 60
OuameTp, HM

80

100

120 0 20 40 60 80 100 120 140 160
OuameTp, Hm

Dur.8

Crp.: 15



	Биб.поля
	Реферат
	Bibliography
	Abstract
	Описание
	Формула
	Чертежи

