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AHHOTaumA. «Msarkme» MeTofbl XMMUYECKOTO MONyYeHus TBepaodasHbiXx MaTepuanoB OCHOBa-
Hbl Ha CUHTE3e M3 BOOHbLIX U HEBOAHbLIX PacTBOPOB MPW OTHOCUTESIbHO HEBbLICOKMX TeMnepaTypax W
AasneHnsax. OHM NO3BONAT B LUMPOKUX Mpedenax BapbupoBaTb pasmep, MOpdosiornio u Kpuctan-
FIMYHOCTb CUHTE3MPYEMbIX NPOAYKTOB. [Mpy 9TOM Ha3BaHHbIe XapakTePUCTUKM CYLLECTBEHHO 3aBUCAT
oT Bblbopa MeToAa M ycrnoBui cuHTesa. B HacToswel paboTe nokasaHa BO3MOXHOCTb HamnpaBieHHO-
ro chopmmpoBaHusi Mmukpomopdonornm nopowkoB Yo.12Zrp.9O2, CUHTE3MPYEMBIX MeTogaMu ObICTPOro
OCaXadeHust BodHbIM PacTBOPOM aMMuaka, rmapoTepmasibHOro MUKPOBOJSIHOBOTO CUHTE3a B MPUCYT-
CTBWUW rekcaMmeTuIeHTeTpaMMHa U C UCMONb30BAHWEM LIENIIONO3HON TEXHOMOrMK.

KntoueBble cnoBa: OONMPOBaHHbIA ANOKCUA LIMPKOHUS, HAHOYACTULbI, «MSArkagy» XUmus, rua-
poTepmarbHbI MUKPOBOMHOBLIN CUHTE3, rekcameTUneHTeTpaMmnH, Lensonosa, ocaxaeHve.

1. BeegeHue. TepMuH «msarkaay» xmmus (adrn. soft chemistry) sensetca ycrosiBLunm-
CA Ha3BaHWeM U BKNtOYaeT B cebs COBOKYMHOCTb XMMUYECKMX METOLOB MONyvYeHus TBep-
[0hasHbIX MaTepuanoB, OCHOBaHHbIX Ha CUHTE3e M3 BOOHbIX U HEBOAHbIX PacTBOPOB Mpw
OTHOCUTESIbHO HEBLICOKUX TemnepaTypax, nogpasymeBalLMX MUHMMANbHOE UCMOMb30BaHWe
BbICOKMX TemnepaTyp u gaenexHni. K metogam MSArkom Xmmum obbl4HO OTHOCAT rMapoTep-
MasbHbIi MUKPOBOSTHOBOW CUHTE3, r’MApPOTEPMarnbHO-MUKPOBOMHOBLIA CUHTE3, OCaxaeHue u3
pacTBOPOB W Opyrve MeToAbl «MOKPOM» XMMUW, a Takke MEeTOAbl, OCHOBaHHble Ha XUMMU-
YeCKOM OCaxJeHUN 13 ra3oBov pasbl (napoasHbii rMAPONN3 N TEPMUYECKOE Pa3rnoXeHue
napoB MeTannoopraHNYecknx COeanHEHUN).

MNMopobHble MeToAbl aKTUMBHO MCMOSBb3YTCA OM1S NONYyYeHUS HaHOMOPOLUKOB OKCUAOB U
xanbkoreHnaoB. MexaHn3m hopMUpoBaHNA HaHOYaCTUL, B 3TUX YCMOBUSAX ABNSETCA AOCTa-
TOYHO CINOXHbBIM C (PU3NKO-XMMUYECKON TOYKU 3pPEHUS U MOXET BKIOYaTb NpoLecchl roMo-
reHHoro rmaponusa, obpasoBaHus U TpaHcdopMauun retepodas, 3akOHOMEPHOCTU NMpoTeka-
HWSA KOTOPbIX Ha CErOAHSALWHWIA AeHb cnabo U3yyeHsl.

CyuecTByroLie MeTodbl KOHTPOIIS NPOLECCOB (DOPMMPOBAHUS YaCTUL, B MATKUX YCNOBU-
AX NO3BONSAKT B LUMPOKMX NPeaenax ynpaenstb pasMepoM U KpUCTaNIMYHOCTBIO CUHTE3NPY-
eMbIX NPOAYKTOB. AHaNU3 pasmepHbIX, MOPMONOTNYECKUX N CTPYKTYPHbBIX XapaKTepUCTUK
HaHOYacCTWL, CBMOETENbCTBYET O TOM, YTO OHW B 3HAYMTENbHOW CTENEeHW 3aBUCAT OT MeToda
N YCOBWUI NOSyYEHUS HAHOCTPYKTYP.

XvMuyeckoe ocaxzeHue LUMPOKO NpUMEHSETCA ANs NonyvyeHns TBepablX maTepuanos U3
pacTBOPOB. OTOT METOA OCHOBAH Ha XMAKOMA3HOW peakuun, B pesynbtate KoTopon obpasy-
OTCH HEPACTBOPUMbIE COEAMHEHNs, npeacTaBnswowme cobo Kpuctanmyeckme wnmn amopd-
Hble ocagku. MeTop coocaxaeHus nosBonseT nonyyvatb obpasupl 6ornee unu meHee ogHOpPoOa-
HOro coCTaBa C Pa3BMTON MOBEPXHOCTLIO.
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AnbTepHaTVBO MeTodam ObICTPOro OCaXAeHUs C NMPUMEHEHMEM aMMuaka MOXKeT ObliTb
NCMONb30BaHNE COEAMHEHWI, CMOCOOHbIX MEANEHHO rMApPONM30BaTbCA WM HE NPUMBOAALUMX K
BO3HMKHOBEHWIO FOKasbHbIX rPaAWEeHTOB KOHLEHTpaLMi, YTO NO3BONSET KOHTPONMpoBaTb
CTeneHb NPEeCLILLEHNS PaCcTBOPOB U AAET BO3MOXHOCTb MOMNyYeHUS MeHee arfioMepupoBaHHbIX
YacTUL MeHbLLEro pasvepa.

B cBsi3n C 9TUM aKkTyanbHOW 3agaven saensercs pa3paboTka HOBbIX METOAMK CUHTE3A, NO3-
BONSAIOLLMX KOHTPONMPOBATb MUKPOMOPOMOrMI0 NoslydyaeMblX NOPOLLKOOOpasHbIX MaTepua-
NoB, MNOCKOMNbKY UMEHHO MOPONOrnMs BO MHOTOM onpefenseT PyHKUMOHanNbHbIe XapakTepu-
cTmkn. OgHOM 13 NepcnekTMBHbIX METOAMK CUHTE3a MOHOAMCNEPCHbIX NOPOLLKOB Pa3fNYHbIX
OKCMAOB SABMSETCH BbICOKOTEMMNEPATYPHbIA MeANEHHbIN rTMAPONU3 BOAHLIX PacTBOPOB COnem
COOTBETCTBYHOLMNX METANSOB B NpUCyTCTBUM rekcametuneHtetTpammya (TMTA). Cneayert oT-
METWUTb, YTO B HACTOSILLEE BPEMS MCNONb30BaHNE AaHHON METOAMKMA BECbMA OrPaHNYEHO TEM,
YTO NPaKTUYECKN HET UCCNEA0BAHMI, NOCBALLEHHBIX M3YYEHMIO BIIMSIHWUSA NapaMeTpoB CUH-
Te3a Ha MUKPOMOPEOMOrn0 U Me3OCTPYKTYPY (DOPMUPYIOLLUXCA MOPOLLKOB.

B xoge HacTosiwen pabotbl Gbinun nonyveHbl 06pasubl Yo 1Zrg90, mMeTogamm ObiCTporo
OCaxaeHusi BOAHbIM pacTBOPOM ammuaka, rmapoTepManbHOro MUKPOBOSTHOBOTO CUHTE3a B
NPUCYTCTBUM FekCaMeTUSIEHTETPaMMHA U C UCMONb30BaHWEM LENNoN03HON TexHonormu. No-
KasaHa BO3MOXHOCTb HanpasneHHOro )OpMUpPOBaHNS MUKPOMOPONOrMM CUHTE3NPYEMbIX
MOopoOLLUKOB Yo_lzro_gOZ.

2. KkcnepnMeHTasibHas 4vactb. bbinanonyyeHa cepus obpasuos coctaBa Y 1Zrg 90,
cnegyowmmmn MeTogamu:

O6pasey 1. B KayecTBe MCXOAHbIX peareHToB  ObINn MCNONBb30BaHbl PacTBOPbI CONewn
ZrO(NOs3),-H,0O (Merck 99.5%), Y(CH3; COQ);3:4H,0 (Merck 99.5%). B kayectBe OCHOBHOrO
areHTa uUcnosb3oBanu BogHbI pacTBop ammuaka. OcaxgeHne npoBoAUSM OQHOBPEMEHHbLIM
pobasneHnem No Kanmnam pacTeopa Coneit U KOHLEHTPMPOBAHHOMO pacTBopa aMMmnaka K nep-
BOHa4anbHomy o6bemy 0.5 n AUCTMNAMPOBAHHOW BOAbI MPU MOCTOSIHHOM NepeMeLLNBaHUN.
BbInun ncnonb3oBaHbl pacTBOpbl conen n ocaguTens KoHueHTpauven 0.1 M, ckopocTb nogayu
peareHToB nogbupanu Takum obpasom, YTOObI 3HayeHne pH Ha NPOTs>KeHMM BCEro npotec-
ca ocaxgeHus coctaenano ~ 9.5, ocaxgeHve NPOBOAUAM MPU SHEPTUYHOM MepeMeLIMBaHUN.
[Mony4eHHbIN rngporefls OTAENANM OT MaTOYHOro pacTBopa, MHOrOKPaTHO NPOMbIBanu BO-
OOV U CnNMpPTOM M BbicywmBanu Ha Bo3gyxe npu 50°C B TeveHue 48 yacoB. BbICyLUEHHbIN
rMgporenb npokanveanu Ha Bosgyxe npu Temnepatype 450°C B TeveHne 3.5 4acos.

O6pasel 2. PaccuutaHHble HaBeckn ZrO(NO3), -H,O (Merck 99.5%), Y(CH3; COO);:4H,0
(Merck 99.5%) u rekcameTuneHtetpamuHa (Merck 99.5%) pactBopsnu B GuauctunnMpoBaH-
HOW Bofe. [lonyYeHHbI pacTBOp nomMewanu B TedoHoBbl cocyd. CMHTe3 npoBoaunu B
MUKPOBONTHOBOM peakTope 3akpbiToro tuna (ERTEC 02-02). Ha ucxogHble KOMMOHEHTHI,
NMOMeLLEeHHblE B Kamepy peaktopa obbemom 110 mn, BO34e/CTBOBANM MUKPOBOMHOBLIM 13-
nyyenmem mowHocteto 300 BT Ha vactote 2.45 MIy. Nomumo akTtvBauumm B3anMOLENCTBUIA
MeXAy WCXOAHbIMW KOMMOHEHTaMW, BO3OEeNCTBME MUKPOBOMHOBOrO M3My4YeHUs NpuBOAMUT K
POCTY TemnepaTypbl U OaBMNEHUs, T.e. MUKPOBOJSIHOBOE W3fyYeHWe SBMSETCA M MCTOYHUKOM
HarpeBa peakTopa, 1 CnocoboM yBenmyeHns peakLmoHHoW cnocobHocTu peareHToB. MapamerT-
pbl cuHTesa: 250°C n 42 aT™m., NPOAOMKUTENBHOCTL peakuymm 25 MyH. [onyyeHHbIi 0cagok
LeHTpudyrnpoBanu, npombiBany BOAOW M CyLumnn Ha Bo3ayxe npu 50°C B TeveHun 48 va-



COB. BbICyLIeHHbIi 0CafoK npokanvMBanu Ha Bo3ayxe npu temnepatype 450°C B TeyeHne 3.5
4Yacos.

O6pasey, 3. Llenntono3dy obpabateiBanu 70%-Hov a30THOW KMCMOTOM [0 06pa3oBaHus CO-
eanHenns KHexta (CgH19Os),-NnHNO3, npombiBan AUCTUNNMPOBAHHOW BOAOW M CYLUMIN Ha
Bo3gyxe. [Mpn rmgponuse peaktnea KHexta obpasyetcss CTPYKTYPHO-MoanduumMpoBaHHas
uennionosa. PaccumtanHble HaBeckn ZrO(NOj),-H,O (Merck 99.5%), Y(CH;COOQO);: 4H,0
(Merck 99.5%) pactBopsnu B GuanctunnupoBaHHou BoAe. [lonyyYyeHHbIM pacTBOpOM Mpo-
NUTbIBaNN akTUBMPOBaHHYO Uenntonody. OCTaBnsanM Ha HouYb, 3aTem [o6aBnsnM pacTBop
LLlaBeneBon KUCMOTbl B aTaHose. [1ponuTaHHble pacTBOpamy W BbICYLUEHHbIE LENSIHM03HbIE
BOJIOKHa CxXuranu Ha Bosayxe npm 450°C.

Mnowaab yoenbHOW NOBEPXHOCTU MOMyYeHHbIX 06pa3LoB ONpeaensnun no HU3KoTeMNepa-
TypHoOW agcopbuum asota, metogom BT (npubop TriStar |1 3020, Micromeritics). ®a30Bbii
COCTaB UCXOOHbIX M CMeYeHHbIX 0OpasLoB KOHTPONMPOBAaNM METOAOM PeHTreHo(asoBoro aHa-
nu3a Ha gugpakromeTpe Rigaku Ultima IV (CuKx — nanyyenune, Ni - punbTp) B AnanasoHe
yrnoB 15<20<100 rpag., ckopocTb cyeTdmnka 1°C/muH., war ckaHuposaHus 0.02°20. Pas-
Mep U CTPYKTYpy 4acTtuy Yg1Zrg 9O, M3ydanu npy NoMoLWM NpOCBEYMBAIOLLErO ANEKTPOH-
Horo mukpockona JEM-2100.

3. PesynbTaTbl 1 0bCcyXaeHne. B nocnegHee Bpemsi BO3POC MHTEPEC K MOMYYEHUIO U
MPUMEHEHMIO BbICOKOAMNCNEPCHBbIX CUCTEM M HAHOKPUCTANNMYECKUX MaTepuanoB. YCTaHOBe-
HO, 4YTO BONbLUMHCTBO CBOMCTB TBEPAbIX TEN CTAHOBATCH Pa3MepHO-3aBUCUMbIMU MPU YMEHb-
WeHM pasMepa YacTuL, 40 HECKOSbKMX MEXaTOMHbIX PacCTOSHWIA B OOHOM, ABYX UMK Tpex
namepeHusix. OgHMM 13 cnocoboB perynupoBaHns AMCNEPCHOCTM M (ha30BOro COCTaBa OKCUA-
HbIX CUCTEM MOXKET ObITb M3MEHEHWE COOTHOLLEHNS MOHHBIX PaaMycoB BBOAMMOrO M OCHOBHO-
ro KaTMoHOB. [lpyrMMm BO3MOXHbIM CMOCOBOM perynMpoBaHus pasMepa YacTuu, rmapokcua-
HbIX U OKCUAHbIX CUCTEM MOXET ObITb CMHTE3. Hamn Obina noctaBneHa 3agaya BbIACHUTb
BNMsiHMe cnocoba nony4vyeHust Ha MopdonorMYeckme U TEKCTYPHbIE CBOWCTBA MONyvYaeMbixX
OKCUAHbIX CUCTEM.

Hamu 6bin ocywiectBneH cuHTe3 Y12y 90, Tpemsa metogamu: ObICTPbIM OCaxXaeHnem
BOAHbLIM PacTBOPOM aMMuaka, rmapoTepmasibHbiM MUKPOBOMHOBLIM W LiEnono3HbiM. B Ka-
4eCcTBE NPEKypCOpPOB WCMOMb30BaNM HUTPaTbl MU aueTaTbl, KOTOpble MOryT ObiTb Nerko yaa-
NeHbl NpoKanMBaHMEM MNPWU YMEPEHHbIX TemnepaTtypax. Mbl OTka3anucb OT WCMOMNb30BaAHUS
LMPKOHWUI XNIopuaa, LWMPOKO NPUMEHSIEMOrO NpPW NPUroTOBNIEHNM TBEPALIX PACTBOPOB HA OC-
HOBE LIMPKOHUSA, TaK Kak NOMyYeHHble OKCMAbl MOTYT ObiTb 3arpsi3HeHbl TPYAHO yaansieMbiMuy
Xnopwa noHamu, HeraTMBHO BIUSIIOLWMMK Ha 3HaYeHUe Niowaan yaenbHoW NoBepXHOCTH.

Tabnuua 1
CprKTypHO-Mopd)OJ'IOFI/NeCKaﬂ XapaKTepuUcTuka CUHTE3NPOBAHHbLIX 06pasu,oa
Y0.1Zr0.902 Sym m2/r CpegHun  pasmep | lNpocTpaHCcTBEHHAs
KpUCTannMToB, HM | rpynna
O6pasey 1 78 20 Fm3m
Obpasey 2 176 45 Fm3m

Obpasey 3 45 100 Fm3m




B tabn. 1 npuBeaeHbl 3HaYeHus nnowaan yaenbHoM NOBEPXHOCTM, ONpPeAeneHHoM No Me-
TOoQY HM3KOTEMnepaTypHON agcopbuum as3oTa, M pa3mepa YacTul, TakKXKe ykasaH TUn Kpu-
CTanM4yecKkon peLIeTKn CUHTE3MPOBaHHbIX 00pasyoB Y 1Zrp90;.

Beuay Toro, 4To nHaMBMAYanbHbI OKCUA LMPKOHUS U TBEPAbIE PACTBOPblI HA €ro OCHO-
BE MOryT CyLLEeCTBOBaTb NP HOPManbHOM AaBfieHUN B BUAE aMOPMHOW, TeTparoHanbHOW |
Kybuueckoii a3, Ans BbIiCHEHNA (ha30BOro coctaBa Hamu Obin NpoBeAeH PeHTreHodasoBbIv
aHanu3 CMHTE3MPOBAHHbLIX OKCUAHbIX cucTem. [ns Bcex Tpex obpasuoB nosyyeHa cxogHas
KapTuHa, TUNMYHasa gudpakrorpamma npusegeHa Ha puc. 1.
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Puc. 1. Qudpakrorpamma cnHTeanpoBaHHoro Yo 1Zrg90s.

JIMHUKM Ha gudpakTorpaMme HEeCKONbKO YLIMPEHbI, YTO 0BYCNOBNEHO pasMepoM 4acTul.
Tun cUMMeTpUM KpUCTannUYeckon peLlleTKM OQHO3HAYHO WMHTEPNPEeTMPOBaTh CIOXHO, NO-
CKOMbKY OS5 TeTparoHanbHON U Kybuyeckoin moamdukaumin KpUucTaninyeckon pelleTkn OK-
cvaa UMPKOHUSA, SABMSIOLMXCA CTPYKTYpoobpasyowmmMm KOMMNOHEHTOM, XapakTepHO OYeHb
6nuskoe pacnonoxeHve Hambonee UHTEHCUBHbIX pednekcoB (puc.1, Tabn. 2). B6nuau yrnos
20 ~ 35°, 50° 1 60° HabnoOaTCA CUHIMETHbIe NUHMKM Kybuyeckoin (Fm-3m, Ne 811550 ICDD
PDF-2) u TetparoHansHon (P42/nmc, Ne 811547 ICDD PDF-2) da3s. 3ametum, 4To gnga TeT-
paroHarnbHoii da3sbl pednekchbl HabnoaatoTes npu yrnax 20 ~ 34°, 49° n 59°, To ecTb pasHuua
MeXAy COOTBETCTBYOLMMU pedbriekcamm KyBuyeckomn un TeTparoHansHon a3 cocTaBnseT =~
1°. NS yTOYHEHNA CTPYKTYpPbI NOSy4YeHHbIX 0OpasuoB npumeHsanu metog Puteenbaa. Metog
OCHOBaH Ha HaxXOXOEHWW CTEMNEHN COOTBETCTBUA MEXKAY IKCNEepPUMEHTAmNbHO NONMy4YeHHON W
TeopeTnyeckon AndpakTorpaMmMon, BbIYMCIIEHHOW MO MOZENW NpeanofiaraeMon CTPYKTYPbI.
BbluncneHne napameTpoB KpUCTANNNYECKON PeLleTKN, MEXNIOCKOCTHLIX PaCcCTOSHUIA U yr-
NOB MeXy aTOMHbIMU NIIOCKOCTAMU UCCreayemoro KpucTaninyeckoro BeecTsa npoBoauv
C MCNONb30BaHWeM CTaTUCTUYECKUX Mopeneit. TeopeTuyeckas Lpux-guarpaMmma paccyuThbl-
Banacb no craHgaptHon metoguke [1]. CTeneHb coBnageHNst TEOPETUYECKON W 3KCNEPUMEH-
TanbHOW PEHTIEHOrpamMM OLeHMBANM C NOMOLLbIO MPOGUMABHOrO M BP3arroBCKoro oakTopoB
HEeOCTOBEPHOCTH, a TakxKe KpUTepus X2.

OTOT MeToq TaKXKe MOXKET ObITb UCMONb30BaH ANS MAEHTU(MKALMN OTAENbHbIX a3 B
CMecsIX CMOXHOro cocTaBa.



Tabnuua 2

[NonoxeHne N NHTEHCMBHOCTb pe(bl'leKCOB Ha p,mcbpaKTorpamme CUHTE3NPOBAHHOIO okCcMaa UMPKOHUA

N° pedhnekca | 20 (rpan) MexxnnockocTHoe NHTeHcuBHOCTL, %
pacctosiHue d (E)

1 29.99 2.977 100.00

2 34.69 2.584 20.73

3 50.11 1.819 44.71

4 59.54 1.551 29.39

5 62.44 1.486 6.47

6 73.69 1.285 4.67

7 81.53 1.180 8.29

8 84.19 1.149 3.17

9 94.46 1.049 6.09

PaccuntaHHble 3HaA4YeHUss NEepPUOAOB 3NEMEHTAPHON peleTKn  CUHTE3MPOBAHHOIMO
Y0.1Zr0. 00, npeactaeneHbl B Tabn. 3. Pe3aynbTupytowme gakTopbl HE4OCTOBEPHOCTU COCTa-
BuM R,=3.07, R,= 2.28 x?= 2.5207.

PaccunTaHHble B HacTosiLen paboTe MeXXaTOMHbIE PacCTOSHUS M NapameTpbl TEMNOBOro
ABVKEHWSI aTOMOB [OCTaTOMHO XOPOLUO COrnacyrTcs ¢ 6a3oii 4aHHbIX NOPOLLKOBbIX CTaH-
paptoB ICDD PDF4+.

Tabnunua 3

3HayeHns1 NeprmoaoB ANEMEHTapHONM PeLleTKN CUHTE3NPOBaHHOTO Yq 1Zrg 90>

b(A) c (A) o< B Y
5.1408 | 5.1408 | 90.0000 | 90.0000 | 90.0000

a(A)
5.1408

Takum obpasom, Ans BCcex CUHTEe3MpoBaHHbIX 06pa3yoB Y 1Zrg 9O, xapaktepHa Kybude-
CKasl rpaHeLeHTpupoBaHHas peweTtka (Fm3m).

MeToa 6bICTporo ocaxaeHus BOogHbIM PacTBOPOM aMMuaka AaBHO W YCMELWHO MPUMEHSI-
eTca Ans nonyvYeHus JONMPOBaHHOIO AMOKCUAA UMPKOHMS M NO3BONSeT nonyyartb obpas-
Ubl bonee unu MeHee OOHOPOAHOrO COCTaBa C Pa3BUTON MOBEPXHOCTbI. B 3aBucMMOCTM OT
HayanbHbIX YCNOBWUI OCaXAeHue TBepAoW (hasbl MOXET orpaHMyMBaTbcs 0OpasoBaHWeM 30-
nen unu conpoBoXaaTtbcs 006pa3oBaHWEM OCaAKOB, reneobpasHbiX CTPYKTYP. XUMUYECKOEe
OCaXAeHNe M3 KOHLEHTPUPOBAHHbIX PacTBOPOB XapaKTepu3yeTcsl BOSHUKHOBEHUEM BbICOKUX
CTENeHen NpechblleHNsl, YMEHbLUEHMEM MOBEPXHOCTHOM 3Heprun. PoCT yactuuy peanusyeTcs
npu Koarynauum vyactuy. HanpasneHune npowecca 1 CBOMCTBA KOMMOUOHOW CUCTEMbI, ee arpe-
raTMBHas YCTOMYMBOCTb 3aBUCAT OT HaYaslbHbIX YCMOBUWA CUHTE3a (KOHUEHTpauumM 1 ycrnoBun
CMELLEHNS UCXOAHBLIX KOMMOHEHTOB, pH, Hanuuua npumecen, Npupodbl NPOAYKTOB peakLuumu,
Temnepatypbl). Ha puc. 2 npusefeHo nsobpaxenme yactuy Yo 1Zrg90,, NONYYEHHOrO C Mo-
MoLLbto 3TOro metoaa (obpasey 1).
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Puc. 2. MOM-n3obpaxeHune yactuy Yo 1Zrg907,
MOSYYEHHOrO OCaXAeHWeM BOOHbIM PacTBOPOM ammmaka.

Mcnonb3oBaHne BOAHOroO pactBopa aMMuaka NpuBOAMT K 0Bpas3oBaHuUo YacTuy cdepude-
ckon cbopMbl ¢ pasmepoM 15-25 HM, cobpaHHbIX B AOBOMbHO NMOTHbIE 0Opa3oBaHus Hemnpa-
BUNbHOW popmbl € pasmepamm Ao 300 HM. lMnowaab yaenbHO NOBEPXHOCTM TakMX arfiome-
paToB coCTaBnsieT 78 M2/T.

O6pasel 2 6bin NONyyYeH rugpoTepMasnbHbiM MUKPOBOMHOBLIM MeTodoM. ['mapo-Tepmans-
HbIM CMHTE30M MPUHSATO Ha3blBaTb METOA NOMYYEeHUs PasfinyHbIX HEOpraHU4Yecknx coeguHe-
HUI 3a CYET XMMWUYECKMX peakuunii B 3aKpbITbIX CUCTEMAX, NPOTEKaKLWMX B BOAHbIX PacTBO-
pax npu Temnepatypax Bbiwe 100°C n gaBneHusax Boiwe 1 atm. [2].

MWKPOBONHOBOW CUHTE3 SBNSETCH CPaBHUTENbHO HOBOM 06NACTbl0 HEOPraHUYECKOW Xu-
MuKn. MUKpPOBONHOBOE U3MNyyYeHne npeacTaBnseT coboit HEMOHU3MPYIOLLEE BNEKTPOMarHUTHoe
nanyyenne c vactoron ot 300 MMy go 300 My. NpumeHeHne MMKPOBOMHOBOM OGPaBOTKM
NO3BONSET MPOBOAWUTL Takme BaxHeWLwue (U3MKO-XMMUYECKMEe MNpOoLecChl, Kak aernapaTta-
LS, pasnoXKeHWe CONeBbIX N MTMAPOKCUAHBIX MPEKYPCOPOB, CUHTE3 MHOTOKOMMOHEHTHBLIX CO-
€AVHEHUA N CNeKaHWe KepamWKK, CYLLEeCTBEHHO CHMXasi BPpEMEHHble W 3HepreTuyeckue 3a-
TpaTbl MO CPaBHEHWIO C TPAAULMOHHBIMU MeTOoAMKaMKU peanusauum 3Tux npoueccos. B page
Crfly4yaeB MCMonb30BaHWE MUKPOBOMHOBOrO BO34EMCTBUA MO3BONSET O0OWUTHCA pesynbTaTos,
KOTOpble HEBO3MOXHO AOCTUYb NPW NOMOLWM APYrMx meTodoB [3, 4]. B cpaBHeHWM C 0ObIY-
HbIMW MeTog4aMn HarpeBaHWs KOHAEHCUPOBAHHbLIX Cped MUKPOBOSIHOBas obpaboTka umeeT
uenbli psig NPeMMyLLEeCcTB, TakuX Kak ObiICTpOTa M HU3Kas MHEPLUMOHHOCTb HarpeBaHus, OT-
CYTCTBME KOHTaKTa «HarpeBaemoe Terno — HarpeBaTesflby», PaBHOMEPHOCTb HarpeBaHus Ma-
Teprwana no Bcemy 06beMy, BO3MOXHOCTb U3OMpaTenbHOro HarpeBaHusi KOMMOHEHTOB CMECH
BELLECTB W BbICOKUM KOSMUUNEHT NONesHoro aencrems [5].

lekcameTtuneHtetpammH (CMTA) — XOpOLLO pacTBOPUMBINA B BOAE HEWOHOTEHHbIA  LIMK-
NNYECKMIA aMUH, CNOCOBHBIM BbICTYNAaTb B POSIN TeTpageHTaTHOro KomniekcoobpasoBaTens.
Mpw HarpeBaHUy rMaPONU3YeTCA COrMacHo ypaBHeHuo (1).

(CH,)N, + 6H,0 — 6HCOH + 4NH, (4.1)



Takum 06pas3om MUKPOBOSTHOBOE M3MyYeHUE NO3BOMSET HarpeTb ObICTPO 40 HEOBXOANMOW
TemnepaTypbl peakuMoHHY) CMEeCb, KPOME TOrO BO3MOXHA AOMNOMHUTENbHASA akTUBaLMSA CBS-
3er monekyn. NMTA pasnaraetcs C BblAeneHnemM MoneKynbl aMMuaka, He co3gasas fnokasb-
HbIX NpecbileHnin. Ha puc. 3 npueeaeHo nsobpaxerune yYactuy Yo 1Zrg.905, NONyYeHHOE npu
MOMOLLM NPOCBEYMBAIOLLErO SMEKTPOHHOrO MUKPOCKOMa.

Puc. 3. MOM-nzobpaxeHune yactuy, Yo 1Zrg.902, nony4YeHHOro
rmapoTepmanbHbiM MUKPOBOSTHOBBLIM METOOOM.

Yactmubl umetoT cepudeckyto copmy pasmepom 20-50 HM, He 0OpasytoT NNOTHbBIX U
KPYnHbIX arnomepatos. Mnowaab yaenbHoM MoBEPXHOCTU UMEET 3HadveHue 176 M2/r.

O6pasey 3 Obln CUHTE3UPOBAH C UCMOMb30BAHMEM LEMMONO3HON TexHonornn. [laHHas
MeTOAMKa XapaKTepuayeTcs MPOCTOTOW M XOpOLLEN BOCMPOU3BOAUMOCTbIO. BonokHa uennto-
No3bl UrparoT posfib apMUPYIOLLEr0 HOCUTENS MO OTHOLUEHWKO K COMeBbIM KOMMOHEHTaM U
NPensaTCTBYIOT MX arperayum npu tepmoobpaboTke. B TO >ke Bpems uennonosHas matpuua
urpaeT ponb gucnepratopa obpasylollerocs okcuaa 3a cyet GypHOro rasoBblaeneHus npwm
ee nuponuse. Mcnonb3oBaHue 3TaHONa B KayecTBE pacTBOPUTENS LaBENeBOW KUCMOTbl CMo-
cobcTByeT paspyLUeHuto rugpaTHo 060MOYKM MOHOB U YCKOPSET TPAHCMOPT MOMEKyn LiaBe-
NneBON KMCNOTbI BriyOb BOMOKOH Uennonosbl. Nonyvyaembln B pesynbtate TepmoobpaboTku
oKkcua npeactaBnseTr cobon pbixnble XIOMNbs, COXpaHsawwye dparmeHTamm akTypy ncxoa-
HOrO LieNstoI03HOro Chipbs M AUCNEPTUPYIOLLMECH B MESKUIA MOPOLLOK.

Yactuupl Yo.12Zrg 90, MMEIOT BbITAHYTYIO nanovkoobpasHyto dgopmy pasmepom 70-150 HM
(puc. 4). 3HadveHre MNoLaamM yoenbHoi NMOBEPXHOCTW COCTaBuno 45 M2/T, YTO 3HAYUTENBHO
HWXe NO cpaBHeHWtO ¢ obpasyamun 1 1 2.



Puc. 4. NM3OM-n3obpaxeHne yactuy Yo 1Zrg.902,
CMHTE3NPOBAHHOIO MO LENMHMO3HON TEXONOMUN.

3aknrvyeHune

AHanns pasMepHbiX, MOPOSIOTMYECKNX N CTPYKTYPHbIX XapakKTepUCTUK TBEPAbIX pac-
TBOPOB Y(.1Zrp.90, CBUAETENLCTBYET O TOM, YTO OHW B 3HAYUTENIbHOW CTEMEeHU 3aBUCAT OT
meToda M YCnoBWr MonyyeHuUs. XUMUYECKOe OCaXOEeHWEe U3 pacTBopa CMecu COOTBETCTBYHO-
LLMX conei pacTBOpamy OCHOBaHWiA NO3BONSET MonydaTtb obpasubl Gonee wunm meHee OfHO-
POAHOrO cocTaBa C pPas3BUTOM MOBEPXHOCTbIO. Mcnonb3oBaHWe BOAHOrO pactBopa aMMmaka
NpUBOAMT K 06pasoBaHui0 YacTuL Co cpegHum pasmepoM 15-25 HM, cobpaHHble B 4OBOSIBHO
NNOTHble 06pa3oBaHMs HenpaBunbHOW opMbl ¢ paamepamu 4o 400 HM. Mnowaab yaenbHow
NOBEPXHOCTM cocTaBnseT 78 M2/r.

cnonb3oBaHWe MUKPOBOSTHOBOrO rugpoTepmansHoro metoga v FMTA, CKNoOHHOMoO K Men-
NEHHOMY rMaponu3y, NO3BONSET NofyyaTb TBEPAbIN pacTBOp Yq1Zrg 90, C pasmepom vacTumy
oT 20 oo 50 HM 1 CHM3UTL cTeneHb KX arnomepayun. Obpasel 2 xapaKTepusyeTcsi BbICOKO-
Pa3BUTO MOBEPXHOCTLIO, MNOWAAb YAenbHON MOBEPXHOCTU 176 M2/T.

Mcnonb3oBaHune Lenmnono3Hoi TEXHONOM NO3BONSET Nonyvyatb YacTuubl nanoykoobpas-
HoW dhopmbl, pasmepom 70-150 Hm. Obpasel 3 xapakTepumayeTcs BbICOKOPA3BUTON MOBEPXHO-
CTblO, NNowaab yaensHoM noBepxHocTn 45 M2/T.

Pabota BbinonHeHa npwu rHaHCOBOW nogaep>kke MuHucTepcTBa 06pa3oBaHnsa U Hayku
P®, porosop N2 13.G.25.31.0006 Ha obopynosanum LIKIT HUY «BenlY» (16.552.11.7004)

JNntepartypa

1. Topenuk C.C., CkakoB HO.A., Pactopryes J1.H. PeHTreHorpadmnyeckuii 1 aneKTpoHHO-ONTU-
yeckuri aHanus / M., 2002. — 360 c.

2. Byrappa K., Yoshimura M. Handbook of hydrothermal technology. A technology for crystal
growth and materials processing / New Norwich, USA.: William Andrew Publishing, LLC,
2001. — 870 p.



3. Microwave processing of materials / ed.: D.E. Stein / Washington D.C.: National
Academy
Press, 1994. -150 p.

4. Clark D.E., Folz D.C., Oda S.J., Silberglit R. Microwaves: theory and application in
material processing // Ceramic Transc. — 1995. — 59. — P.24-28.

5. Risman P. Terminology and notation of microwave power and electromagnetic energy // J.

of
Microwave Power and Electromagnetic Energy. — 1991. — 20;1. — P.243-250.

SOFT SYNTESIS OF NANOCRYSTALLINE Yoq1
Zrp90;
O.N. lvanov, E.V. Krytsyna, R.A. Lyubushkin, Ya.V.
Trusova

Belgorod State
University,
Pobedy St., 85, Belgorod, 308015, Russia, e-mail:
lyubushkin@bsu.edu.ru

Abstract. “Soft” chemistry of inorganic solids based on synthesis of solid materials from
aqueous and non-aqueous solutions at relatively low temperatures and pressures. Soft methods
allow to vary particle size and their crystallinity in the wide range. Analysis shows strong influence
of methodology and synthesis conditions on size, morphology and structure of nanoparticles. In
present work, it is shown the possibility of directional formation of synthesized Y 1Zrg9 O2
powders micromorphology using the method of fast precipitation with aqueous ammonia, the
hydrothermal-microwave synthesis in the hexamethylenetetramine and the cellulosic technology.
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