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IMpuBonsiTCS pe3yinbTaThl JabOPATOPHBIX MCCIEMNOBAHMI MPAKTUIECKOTO MPUIOXEHUS
6e3peareHTHOT0 METoIa TEH30MMITYJIBCTOM PEryJISIIMU B IIPOMBIIILIEHHOM CITOCOOE MOy~
YeHUsI THOOCHUTA U3 ATIOMMHATHBIX PACTBOPOB Mo MeTony baiiepa. [Ipu 1eKOMIIO3UILIMK B
PEeTYJIATUBHBIX pEeXUMaxX pasMep U OMHOPOTHOCTh KPUCTAIIIOB BO3pacTaeT, HabomaeTcst
yBEeJIMYEHNE CKOPOCTE paCTBOPEHUSI 3aTPaBKU U KPUCTALTM3alu rubocuta. JJaHbl Ko-
JIMYECTBEHHBIC XapaKTePUCTUKK CTEIIEHH MPEBPaIleHUi 1 ONpeneIeHbI TapaMeTphbl KpH-
CTaJUTOB THOOCHUTA, TTOJIy4EHHOTO TPAIUILIMOHHBIM CITOCOOOM U B Pa3HBIX PEXUMAaX peryJisi-
. OTUCBHIBAIOTCS PE3YabTaThl PEHTTeHO(ha30BOr0 MCCIEAOBAHUS M TPAHYIOMETpHUYE-
CKOTO aHaJTN3a U300pakeHU A, TTOJyYeHHBIX Ha pACTPOBOM 3JICKTPOHHOM MUKPOCKOTIE.
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BBEAEHUHE

YhpapiieHUe 3HEPrOeMKUMU (DU3UKO-XUMUUECKUMU TPOLIeCCaMU C 1IEJbIO TOJTyYeHUs!
MPOAYKTOB M MAaTepUaJioB C 3aJaHHBIMU CBOMCTBAMU W TOMOTEHHBIM paclpeaeiecHrueM
CBOICTB 10 06beMy 1 MUHUMU3ALIMU 9HEPro3aTpar BCeraa ObUIO M 0CTaeTCs aKTyaJIbHOI 3a-
nmadeil J1o00ro TEXHOJOTMYEeCKOTo Mpoliecca, TeM 0oJjiee Tae MPOTeKaloT MHOTOCTaAITHbIe
TEPMUYECKU aKTUBUPYEMbIE TTPOLIECCHI, COMPOBOXIAIOIIUECS MACCOBBIM COPOCOM MJIU TO-
roleHueM 3Hepruv. OKCUIbI U TUAPOKCUIbI ATIOMUHUS ITUPOKO UCTOJIb3YIOTCS B IPOU3-
BOJICTBE NIMHO3eMa U alloMUHUs. B COBpeMEHHBIX HCCIENOBAHUSIX YACHSIeTCS OOJbIIoe
BHUMaHUe pa3paboTKe HOBBIX METOJOB MOJy4eHUsT HAHOPa3MEPHBIX MOPOIIIKOB OKCUIOB U
TUAPOKCHUIIOB aTIOMUHMUSI, YTO TTO3BOJISIET PACIIUPSTDH CYIIECTBYIONINE M OTKPBIBATH HOBBIS
o0JracTy IpUMEHEHUST JaHHBIX MaTtepuanon [1—5].

OnuceiBaeMasi B paboTe peryssiiius OCylIecTBIsIeTCs Molaueil B CUCTEMY BHEIIIHE pery-
JIIPHOI TOCeA0BAaTEIbHOCTU CJ1a0bIX (HU3KOMHTEHCHUBHBIX) MMITYJIbCOB aKyCTUYECKOTO
NIaBJIEHUS C TAKTOBOM Y4acTOTOI (f) OT COTEH M0 ThICSIY KUJIOTepll, Ha (pOHEe KOTOpOit HepaB-
HOBECHBIE TIPOIIeCChl OOPETaoT MPOCTPAHCTBEHHO-BPEMEHHYIO YITOPSIIOYEHHOCTD [6]. Vke
6oJiee ABYX NECATUIIETUI HAMM MCCIIEIYIOTCS M 0000IIAIOTCS MPOSIBIEHUsT TAKOTO BO3IEi-
CTBMSI Ha KOHICHCUPOBAHHbBIEC CPEMbl, MpeTeprieBaole (pa3oBble U XMMUYECKUE MTpeBpa-
LIeHUsI. 31eCh M KUHEeTUYecKast U (ha30BO-TIePEXOIHast TTaMsITh peaKIIMOHHBIX CPEll, U BHICO-
Kasi CKOPOCTh HEPABHOBECHBIX (DPM3UUYECKUX U XMMHUYECKUX TPOILIECCOB, U OMHOPOIHOCTH
CBOICTB MX MPOAYKTOB (KpUCTA/UTM3alsl U3 pacruiaBOB U PacTBOPOB, TBEepJeHUE MUHE-



98 3APEMBO u np.

PaAJBbHbIX BSXKYIINX 1 KOMIIO3UTOB Ha UX OCHOBCE, IMOJYYCHUEC IraJIbBAHNYCCKUX l'lOKpblTl/lﬁ nu
np. [7]). Ha ocHoBaHuM 3TUX HAOMIOAEHWI U B paMKaX TEOpUU “MEepeXOqHOro KoMruiekca”
MOCTPOEHA TEOPETUYECKast OCHOBA UCIOJIb3yeMOro MeToaa ¢OHOBOI aKyCTUUYECKON peryJsi-
uuu [8]. B otnnuuu oT METOIOB COHOXUMUM, TIIE€ TPUMEHSIOT MOIIHBIN JUPEKTUBHbBIN YiIb-
Tpa3BykK [9], mpenyaraemblii cioco0 SIBISIETCSI HU3KODHEPIeTUYECKUMM BO3JEHCTBUEM Ha
MPOLIECCHI, YTO MBI IIOMYEPKHYIN B €r0 Ha3BaHUU — TeH3ouMITylIbcHas peryisanus (TUP).

IMockonbky Tipoliecchl I€KOMIO3ULIMUA TMOOCHUTA U3 BOOHBIX allOMUHATHBIX PacTBOPOB
JIaBHO M3BECTHBI M XOPOIIIO perlaMeHTUPOBaHbl TexHojoramu [10], Mbl He OyaeM ocTaHaB-
JIUBAThCS Ha TIPEICTABICHUM Y aHAJIM3€e TeX WJIM MHBIX BEIIECTBEHHBIX MOJIeJIeil OTAEIbHBIX
CTanuii 3TOTO COBOKYITHO CJIOKHOTO (ha30BOTO MpeBpalleHusi. Marepuai 3Toil cTaTby Ha-
MpaBJieH Ha MPOABUXKEHUE B TPUKIIANHYIO 00JIaCTh UMEHHO MeTO/Ia Oe3peareHTHOTO HU3KO-
9HEPreTUYEeCKOTO BMeIIaTeIbCTBA B (DU3NUECKUE U XUMUUECKHe TIpeBpallleHUs] B KOHIEHCH -
pPOBaHHBIX CUCTEMAX.

OKCIIEPUMEHTAJIBHAA YACTb

st oTpabOTKM M CpaBHEHUs CIOHTAHHOM U PETYJIITUBHOI TIpoLeayp MOTyYeHUs Kpu-
CTAUTMYECKOTO TMOGCUTA GBUT NCTIONB30BaH Kiaccuueckuii mponecce K. V. Baitepa 1o craH-
napTHoii MeTonuke. B peaktop mist kpuctauiusauuu oobemMoM 300 M IMIMHIAPUYECKON
¢opMBI M3 HEpXKaBeIolleil CTa ¢ MATOYHBIM PACTBOPOM, COCTOSIIIIUM U3 120 MJI AUCTUILIM -
poBaHHOI1 Boabl M 80 MJI KOHLIEHTPUPOBAHHOTO aJTIOMUHATHOTO PacTBOpa, MepeChIIeHHOTO
HAaTPUEBOU MIEJIOYBIO TIPOTUB cTexruoMeTpuieckoro mo NaAlO, Ha 60% (B mepecyere Ha
KoMnoHeHTHl Na,O: 283.0 r/n, Al,O5: 291.0 r/n), 3arpyxainacek 3aTpaBKa rmdo0cUTa Maccoii
21.5 T B BUe MOJIMKPUCTATUIMIECKUX KOHTIIoMepaToB. Popma, pazmep KOHIIIOMEPaTOB U UX
COCTaBJISIIONINX KPUCTAJUIOB MpeAcTaBieHbl Ha ¢oTorpamMmax (puc. 1), mojydeHHBIX Ha
PacTpOBOM 3JIEKTPOHHOM MuUKpockore (POM). Cpennnii pasmep KoHIIoMepatos { D) paBeH
46 MxM. CpenHuii pasMep OTHENbHBLIX KpuctamioB (d) cocrasusger 6.2 mxm. Kpucramisl
UMEIOT KyOMUYeCKYylo, TeKCaroHaJbHYI0 U KBazuchepuiyecKkyto (hopMy, BCTpeUaroTcsl 1py3bl.

PeakTop c mponeiepHoil MeIIaiKoi ImoMeIancs B BOASTHON TepMOCTAT, TAe TP TeMTIe-
patype (60.0 £ 0.1)°C 3a BpeMs 7 4 MPOMCXOIMIA YACTUYHAS TE€KOMITO3UIIMSI pacTBopa (13-
MEHEeHME cocTaBa) ¢ (GOPMUPOBAHUEM KPUCTAUIMYECKOTO OCaJiKa TUAPOKCUIA aTIOMUHUS.
ITo onHoit U3 Hanboee MpaBAONOAOOHBIX BEPCHUIL ATOTO IpeBpallleH1s 3aTpaBKa rudocura
UTPAET 31eCh XXKEPTBEHHYIO POJIb, PACTBOPSISICh B U30BITKE 111€JI0YU, TEM CAMBIM Mepechilast
peakMoHHYIo cucteMy KoMrutekcaMu Na[Al(OH),], yTo B uTore mnpuBOAMT K pacnany pac-
TBOpa ¢ BeinaneHuem ocaaka AI(OH) 3~L:

(Nas[Al(OH), |+ {Al(OH)3~L}n)600C — 3Na[Al(OH), ]+ {Al(OH),{} | — 0

— 3NaOH + 3AI(OH)l + {AI(OH);d},_; — 3NaOH + {Al(OH);l},, .

Kak BUIHO M3 XMMUYECKUX YpPaBHEHUI BElIECTBEHHOro OaaHca, 00pa3yloluiicss B pe-
3yJIbTaTe pacriaga aJloMUHATHOTO pacTBOpa TMIPOKCH aTIOMUHUST HAXOAUTCS B KOHTAKTe C
TOpSTYUM IEJIOYHBIM PACTBOPOM, UM TOKA aJIIOMUHUEBBIN MPOIYKT HE O0Opesl JOCTaTOYHOM
KPUCTAINYECKON CTOMKOCTH, IKWUI HATP OKa3bIBaeT CBOE TOPMO3SIIIEe NeCTBUE HA KU-
HETUKY BbIXOIa 11eJIEBOTO TTpoAyKTa. Ha HEKOTOPBIX MPOM3BOACTBAX INTMHO3eMa MPUMEHSIOT
MeTOod “MSTKOro” IMOOKMCJCHUsI pacTBopa, 6apOOTHUPYsT B HETO COzT [10], yTO MOBBIIIAET
BBIXOJI IIeJIeBOTO TIpoaykTa. Ho BBemeHHE JUITHETro peareHTa YCIOXKHSET TEXHOJIOTHUIO U
CKa3bIBaeTCs Ha YMCTOTE OCAIKa.

TexHonornueckast cxema pexkuma THP mpakTuyeckd He MCKaxkaeT IITaTHBIE YCIOBUS
MPOBEACHUS TEKOMITO3UIIMU aTIOMUHATHOTO PacTBOPA, IMTO3TOMY MbI MCITOJIb30BAJIN UIEH-
TUYHOE 000pYyI0BaHUE BO BCEX IKCIIEPUMEHTAX C TeM pasyimuuem, uto curHain THUP ot reHe-
paTopa UMITYJIbCOB TOKA ITOJaBajics Ha peaKTop C paCTBOPOM aJllOMUHATa IMTOCPEICTBOM aKy-
CTUYECKOTO BOJIHOBOA [8].
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Puc. 1. 3arpaBka ru66cura: Ha (poTOrpamMmax MoJTHOCThIO KOHIJIOMEPUPOBAHHAs CTPYKTYpa.

Yepes 7 4 peakTOp U3BJIEKAJICS U3 TEPMOCTATA, OXJIAXKIAJICS 10 KOMHATHOU TeMIlepaTypbl
(~1 49). PacTtBOp ¢ TBEepAbIM IIPOAYKTOM MOABEpPrajics yJIbTPAaTOHKOMY BaKyyMHOMY (DMIIb-
TPOBaHMIO, TTOCTIE YETO TPOMBITHII (DWIIBTP C OCATKOM IMOMEIIAICS B CYIIMIbHBIN 1IKad, rae
nooauics npu temneparype 120°C 10 MOCTOSIHHOIO Beca U J1ajiee B3BEILIMBAJICSI Ha DJIeK-
TPOHHBIX Becax C MeTpoJiornyeckoii foctoBepHocThbio 0.01 . CHOHTaHHBIM M pETYJISITUBHBIE
PEXUMBI UCCIEOBAaHU I MOBTOPSUIMCH TPU pasa.

KauecTBeHHBIIT aHATU3 cOCTaBa TBEPAOTO MPOAYKTA AEKOMITO3ULIMU aTIOMUHATHOTO pac-
TBOpa CcoYeTajl PEHTIC€HOCTIEKTPAIbHbII aHaJIM3 aTOMOB C MOMOIIbIO MUKpOAaHaJIM3aTOpa
sHeproaucrepcuoHHoro Tuma Link 860 (komrr. Link, AHIIMS) 1 peHTreHO(ha30BbIi aHATU3
(P®A) ¢ ucrnonb3zoBaHuem nudpakromerpa “Geigerflex” — D/max-RC (xopm. Rigaku,
Smonms).

DJieMeHTHOE UCCIeloBaHUe COCTaBa 00pa3lioB MPOBOIUIOCH METOIOM BJIEKTPOHHO-30H-
noBoro MukpoaHaiuiza (PMA), KOTOpbIii OCHOBaH Ha CpPaBHEHMHU XapaKTEPUCTUUECKUX
PEHTIeHOBCKUX CIEKTPOB aHaIM3MpyeMoro obpaslia U CTaHAApTOB U3BECTHOTO COCTaBa.
YyBCTBUTEIBHOCTh METONAa Ha MCHOJIb3yeMoM mpubope coctasisier ~0.1 mMac. %. Takum
CII0CO00OM B OcanKe ObUTH MACHTU(OUIIMPOBAHBI aTOMBI Al 1 O.

PeHTreHoda30BbIil aHaIM3 OCHOBAH Ha perucTpanuu IMdpaKIMOHHBIX CIIEKTPOB OTpa-
KeHMsT OT (a30BBIX CTPYKTYpP B cOCcTaBe 00Opasiia U UASHTU(UKALIMU X 10 COOTBETCTBYIO-
meMy Katajory. AMopdHasi cocTaBisioniasi He peructpupyercsi. OTpakeHus1 ¢ OOJBIIOMN
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Puc. 2. PeHTreHOrpaMMBbl MPOAYKTOB IEKOMIO3MLIMM TMOOCUTA: @ — IUTATHBIN pexuMm cuHTe3a, 6 — THUP 250 n
1000 kI

LHIUPUHOI MMKOB MOTYT COOTBETCTBOBATh Pa3JIMUYHBIM U30CTPYKTYPHBIM (hazaM ¢ OJIU3KUMU
rnmapaMmeTpaMu peleTku. MeTposiorndyeckass 10cToBepHocTh PDA ~ 5 mac. % 1nipu HaImuuu
naHHbIXx PMA. PDA nopolikoB He TpebyeT 0cob0ii Mpo0oImoAroTroBKu. Pe3ynbraTel aHaau3a
00pas310B KPUCTAJUIOB, MOJYYEHHBIX B INITATHOM (CIIOHTAHHOM) pexkume U B ycinoBusix THUP
npu 250 u 1000 kI, mpencraBieHbl Ha puc. 2.

[TporpaMMHOE corocTaBlieHUE PEHTIeHOrpaMM COBMECTHO C TaHHBIMU PMA He BbIsSIBU-
JIO pa3IN4rii B TIOJIOKEHUU U aMILIUTYnax pedieKCOB — CBUIETEILCTBO 00 MACHTUYHOCTH
MPOIYKTOB KPUCTAJIM3AIIMU, a XapaKTepHBII BUJ CIIEKTPOB OJHO3HAYHO YKa3bIBacT Ha
CTPYKTYpy rub0cuta. EnMHCTBEHHAass OCOOEHHOCTh BCEX PEHTIeHOrpaMM — HeOoJbIIast
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Ta6muua 1. CpaBHUTEbHbIE KOJTUYECTBEHHbIE PE3YJbTaThl SKCIIEPUMEHTOB MO0 CUHTE3y rMb0cuTa

q Macca Macca Hanex- | INorpem- | JloBeputenbHblii | DdheKTUBHOCTL
acrora THUP
TUPf, kI | 33TPaBKH | Ocailka &y | moctb HOCTb MHTEPBAI
my, © <ms>ﬁ r o A?'; Cmins E.smax)f <ﬂ>//<ﬂ>0 %
0 21.5 37.4 1.74 0.95 0.13 (1.6, 1.9), —
250 41.4 1.92 0.15 (1.8, 2.1)559 25
1000 38.3 1.78 0.15 (1.6, 1.9) 1900 5.5

rpyIirna oaMHAKOBBIX TTMKOB B cermMeHTe 35—40 yr1. rpai., HEeKoil MprUMeCH, KOJTUUYECTBEHHO
He TnpeBbiLIaloneit 1%, oqHO3HAYHO UAEHTU(MULMPOBATH KOTOPYIO HE yaaaoch. Bo3aMoXHO,
9To HaTpueBbie mpuMmecHu (B [10] orMedaeTcs, YTO MIPUPOOHBIN U CUHTETUYECKUI TMOOCUT
Bcerna comepxat 0.2—0.3% Na,O, u yTo mpoMBIBaHWE Pa30aBIeHHON WIN Naxe KOHLIEH-
TPMPOBAHHOM COJISTHOM KUCJIOTOI HEe MPUBOAMUT K CHUXXEHUIO colepXXaHus HaTpus). B mo-
6GOM cllydae 3Ta IIpUMeCh UMeeT BEeIlleCTBEHHYIO TPUPOAY U He uMeeT oTHomeHust K TUP.

Jns onpeneneHNsI KHHETUIECKUX XapaKTEPUCTUK MPOIecca KpUCTAIUIM3AIUY OTIPeesi-
JIN COBOKYITHYIO MacCy MPOAYKTa, BbIISJUBIIErocs 3a 7 4, MOCKOJIbKY KpUCTaJUIMYecKas 3a-
TpaBKa YaCTUYHO TMOJABEPrajiaCh MEXaHOXMMUYECKOM AECTPYKIIMU U PACTBOPECHUIO, U OTIE-
JIUTH TIPOJYKT paciiaja KOMIIOHEHTOB MaTOYHOTO pacTBOpa OT 3aTPaBKU He MPEACTaBISIIIOCH
BO3MOXHBIM. K ToMYy ke, Kak MbI yOeTIuCh 1o pe3ynbrataM PDA, cocTaBbl, Kak 3aTpaBKH,
TaK ¥ HOBOTO OcajaKa Hepa3mnuuMbl. Hambosiee MpOCTbIM M JIOTUYHBIM TIPEACTaBIISIIOCH
olieHUBaTh 3(h(PEKTUBHOCTh UCIOJIb3yeMOII TEXHOJIOTUU CUHTE3a I'M00CHUTa BO BCEX PEXKU-
Max (TYP Ha TakTOBOI1 YacToTe f) KaK OTHOIIIEHUE KOHEYHOI YCPEeTHEHHOI 10 pe3yIbTaTaM
UCITBITAHUI MacChl OcaaKa (ms>fK Macce 3aTpaBKU M.

 (am)

(ms>f E
= =1+(n),, )
M),

my

1

(@f =

e (Amg) — “ipuBec” Macchl TH66CKTA, a (1)), — TEXHOJIOTMYECKHII TapaMeTp 3(hheKTUBHO-
CTHU UCIIOJIB30BaHMA 3aTpaBKM Ha 4aCTOTEC perﬂﬂLlVll/lf

Manas BLIOOpPKA ONBITHBIX JAHHBIX TPEOYET, 3aJaBIIMCh HANEXHOCTLIO O, BOCIIOIb30-
BaThCsl OMIUPHYECKUM CTaHIAPTOM Az pacmipenesienus morpemHocteii Crbionenta. Cpas-
HEHUE DKCIEPUMEHTAIbHBIX JAHHBIX, MPEACTABJIEHHBIX B Tab/. 1, CBUAETENLCTBYIOT O HE
OIMHAKOBOM, HO BOCIIPOM3BOAMMOM NPEBLILIEHUU BBIX0Oa TMOOGCHUTA BO BCEX SKCIIEPUMEH-
Tax Mo perynsuuu cuntesa (§), MpOTUB CIOHTAHHOTO.

Heo6xonuMo OoTMETUTh MepeceyeHre BCceX TOBEPUTEIbHBIX MHTEPBAIOB U AaXe MPaKTH-
yeckoe romoieHue Takosoro (1.61, 1.87) 6onee mmpoxum (1.63, 1.93) 0. DTO cBUOETEND-
CTBYET O TEXHOJIOTMYECKH 3HAaUYMMOM 3(ddeKkTe BbIcoKoM npousBoauteabHoctu TUP B 00-
snactu yactotT peryisiuuu 200—500 kI, KOTOpbIit ¢ LEIbl0 ONTUMU3ALIMU CIEAYET SMITUPU-
YecKH “TpoXoaUTh” He Tak Tpy0o, Bapbupys 4acToTy f ¢ marom ~50 kI1I.

B paccmaTtpuBaemMoii TEXHOJIOTUM CUHTE3a TMOOCHUTA Ha 3aTpaBKe MPOLECChl KPUCTAIIM -
3alliu U paCTBOPEHUS HE pa3neIMMbl. DTH MPOLECCH MPOTEKAIOT C PA3TMYHON XMMUUYECKOM
KWHETUKOW M KMHEMaTUKOU MaccomepeHoca, MO3TOMY Helb3sl OXKUAATh 1T HUX OOILLIEeTo
MmakcumyMa 3 dektuBHoctu THP. Tak uyTo mpuaercss ICKaTh KOMIIPOMMCC B “TOHKOI Ha-
CTpOIiKe” mapamMeTpOB PeTYJISIIIVMN.

XapakTep JeTaju3alii coCTaBa TMOPOIIKOB (TabuTyca) CyIIeCTBEHHO 3aBUCUT OT PEXU-
MOB U CIoco0oB aucneprupoBaHusi. Hanbonee KOppeKTHBIM MJISI OTNpeesieHUsI pa3MepoB
YaCTUIL U CTATUCTUYECKUX XapaKTEPUCTUK MOPOILIKOB MPENCTABIISIETCS MOAXO/ C UCTIOIb30-
BaHMEM KOMIBIOTEPHOTO MPOrpaMMHOI0 aHaan3a, P KOTOPOM aHAJIMTUYECKOoe “aucnep-
rMpoBaHUe” arperatoB (KOHIJIOMEPATOB) OCYIIECTBIISIETCSI C TIOMOIIBIO CIIeIIUAIbHBIX KOM-
MMBIOTEPHBIX MaTeMaTu4eckux obojiouek (ad hoc) oOpabOTKU M300pakeHUit, TTOJTyYeHHBIX



102 3APEMBO u np.

Puc. 3. ®ororpammbl MOpoOIIKa TMOGCUTA, TOJYYEHHOTO B IITATHOM peXHMMe CUHTe3a, rpu 600-kpatHoM (a) u

6000-KpaTHOM (6) YBEJIMYEHUU.

npu olindpoBke POM-CHUMKOB, Ha KOTOPBIX XOPOIIIO Pa3IMYMMbl OTIEIbHbIE YaCTUILIbl U
arperarhl.

HMHcTpyMeHTaNbHO IS LIeieil BU3YaJIbHOTO U JAMCIIEPCUOHHOTO aHajln3a MOPOIIKOBOM
dpakumu MpoayKTOB CUHTE3a TMOOCUTA UCTIOJIH30BAJICSI PACTPOBBIN SIEKTPOHHBIN MUKPO-
ckor. PesynbraThl Bu3yanbHOro cpaBHeHUs1 POM-goTtorpamMm IpenapaToB ITOPOIIKOB
rub6cuTa, CUHTE3MPOBAHHOTO B PAa3IMYHBIX pexumax (cmoHTaHHoM U TUP), npuBeneHsbI
Ha puc. 3—5.

W3 puc. 3 BUIHO, 4TO JUIs TMOOCUTA, MOJYYEHHOTO B IITATHOM PEXMMeE, XapaKTepHa SIB-
Hasi HEOJHOPOMHOCTh YacTUIL 10 pa3MmepaMm M dopme. Hapsay ¢ mucniepcHoii dpakiueit
TMPUCYTCTBYIOT IPY3bl U KOHIJIOMEPAThl CO CPEAHUM pa3MepoM 57 MKM, a CpelHUil pa3Mep
OTAEJIbHBIX KPUCTAJUIOB cOCTaBisieT 1.1 MKM. DTO CBUAETEIbCTBYET O CTOXaCTUYHON TTOBEPX-
HOCTHOW HyKJIealluu B TIpoliecce CUHTe3a TMoocura.

TWP-cunTe3 naxe 1mpu BU3yaIbHOM OlleHKe (hOTOrpaMM ITOKA3bIBAET CBOOOMHBII OT TOH-
KOIMCIEPCHOM KPOIIKN OMHOPOMTHBIN MPOAYKT (puc. 4).

Cpennuii pazmep KpuctawioB npu dyactore THUP 250 kI cocraBisger 1.5 Mk, a mpu
1000 kI — 2.3 mxm. JIucniepcHast ppakims KpUCTaLIoB, IoaydeHHBIX B pexkume TP 1000 k11,
HE COJIEPXKUT KOHIJIOMEPATOB Y BBIPAXKEHHBIX KPYITHBIX BKJIIOYEHUI. DTO CBUIETEIbCTBYET
0 TofaBJieHUN (hOPMUPOBAHUS CIIOPATUUECKY BOZHUKAIOIIMX HA KPUCTAJUTMYECKUX TedeK-
Tax 3apoIblIlleit TMOOCHUTAa.
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Puc. 4. ®ortorpamMmbl KpUCTAUIOB THOOCUTa, rotydeHHoro nipu yacrore TUP 250 (a) u 1000 T (6), nmpu 6000-

KpaTHOM YBEJIUYCHHUU.

IMomydyeHHBIEC pe3yabTaThl MO3BOJUIN TTPOBECTU CTATUCTUUYECKYIO 0OpPabOTKY TeOMETPH -
YeCKMX MTapaMeTpOB YaCTHII TTOPOIITKOB rMO0CcUTa, COOPMUPOBAHHOTO B PA3TUUHBIX PEXU -
Max cuHTe3a. CyTb ITPOOGOIIONTOTOBKY MIJIsI KOMITBLIOTEPHOM TpaHyJIOMETpUU 00pa3iioB ObuTa
TAKOBOM: MaJjiasi TOPIMS MMOPOIIKA HAHOCWJIACh Ha TTOJIMPOBAaHHYIO aHTUCTAaTUYECKYIO MO -
JIOXKY, KOTopasl ToJBeprajach HU3KOYACTOTHOMY BHMOpAaIlMOHHOMY BO3IeicTBHIO. B pe-
3yJIbTaTe MOPOUIOK paCMpeNesisuicsl Ha IMOMJIOKKE MOHOCIOEM, KOTOPBI B JajbHeulieM
KOHTaKTHO MEPEHOCUJICSI Ha JIUTKOE JIAKOBOE MOKPBITUE CTaHAAPTHOTO cTonuka POM. 3a-
KpEeTJIEHHBIH TaKUM CITOCOOOM MpernapaTr MOKPBHIBAJICS HA YCTAHOBKE KaTOMHOTO HaITbLIe-
Hust JFC-1100 (komm. JEOL, SnoHust) TOHKUM MPOBOISIIMM 30JIOTBIM ciioeM (~10 HM) mist
MpenoTBpaIleHUs] SJIEKTPU3ALIMU TTOPOIIIKA 1 YIYUILIEHUs] KOHTpAcTa U300pakeHusI Iipernapara.

ITocne o06pabOTKM pe3yabTaTOB MPSMBIX METPOJOTMYECKUX U3MEPEHUI € MOMOIIbIO
POM 6bu11 chopMUpPOBaHBI TPU TPYIITEI MACCUBOB JaHHBIX NV, IPEACTaBISIIOIINX ClTydaii-
HbIE BBIOOPKU 3aMePOB MOMEPEUHUKOB KPUCTAIIIOB, OT(MUIBTPOBAHHBIX T1OCJIE CTOHTAHHO-
ro (N;) n perynsatusHbix (N, — TUP 250 xI'u u N; — TUP 1000 kI'11) pexxumos cuHTesa. a-

Jiee Obl1a MpOBeAeHA CTaHAApPTHAsI CTaTUCTUYECKasi 00paboTKa 3TUX MACCUBOB C BblUHMCIIE-
HUEM IUCKPETHBIX QYHKLUMI MUIOTHOCTU BEPOSITHOCTHU p,, [d; < x < d; ; |) IPUHALIEXKHOCTH

CpeIHero NMolnepeyHrnKa KpucTauia noirycerMeHTy [d; < x < d; 1 |), Toe x — TeKyuasl JTuHel-
Hasl KoopAMHaTa Ha OCU NMONEPEYHUKOB d, a d; + | = d; + Ad — nMCKpeTHbIe 3HaUEHUS pa3Me-
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Puc. 5. ITnotHocTH pacnpeneneHus p (d) KpUCTAIIOB THOOCHTA B MOPOIIIKE 10 pa3MepaM d JUTsi CIOHTaHHOTO (/) 1
perynsatTuBHbIX (2 — TUP 250 u 3 — TUP 1000 kI11) pexxuMoB cuHTE3a.

POB KPUCTAJ/UIOB Ha KOHIIaX cerMeHTa auckpetuszanuu Ad = 0.1 MKM, a TIOACTPOYHBINA WH-
nexkc 0<i< N, — 1, N;[d;) — noacuuTaHHOE YMCJIO KPUCTAJLIOB pa3mepa [d)):

Pn[di <x< di+1) = /X,'n[Ad;) = z[ INHZ; 1+1). 3

ITo pe3ynbraTam pacyeToB 1o (3) MOCTPOSHBI IMapadboINYeCcKH alpPOKCUMUPOBAHHbBIE TH-
cTOrpaMMBI (pHUcC. 5) T BCeX TPeX CTAaTUCTUIECKUX MACCUBOB C BBIMMCIIEHUEM CPETHUX pa3Me-
poB {d),, YaCTUIIL [T KAXKIOr0 MAacCHBa KaK MaTeEMATUYECKOTO OXUAaHUs X 1o hopmyJie (4):

(d)n = pr,, [di <x< d,-+1). 4)

JIJ151 OLIeHKM XapaKTepa CUMMETPpUU (PYHKIIMM IJIOTHOCTE BEPOSITHOCTH (3) IMOACUYMTAHBI
HauOoJiee BEpOSTHBIE 3HAYEHUS] pa3MepoB d,,{max} yacTuL NOPOLIKOB rMOOCUTA, UTO COOT-
BETCTBYET KOOpAMHATAM MaKCUMYMOB IrpaduKoB (puc. 5):

R

dx—o0 Nn6x

CBomHbIE TaHHBIE pacyeToB 1o ¢opmynaMm (4) u (5) Takke MPUBOISITCS Ha puc. 5.

Jna BceX peXXMMOB XapaKTepHBI KPMBBIE C MaJbIM BEPOSITHBIM CPEIHUM pa3MepoM 4a-
CTUIl U CPAaBHUTEIHLHO IIMPOKUM OCHOBAaHUEM C TTOAO3pEHNEM Ha MYJIbTHMOIATBLHOCTh B
00JIaCTH KPYITHBIX KPUCTAJIOB. 3aMeTHA CyIlIeCTBEHHAasi aCUMMETpUS “OCHOBaHUS” KpUBOt
pacnpesesieHus:: 6OJIbIIION Pa3dpoc CPaBHUTENBHO PENKO BCTPEUAIOIIMXCS KPUCTAIIIIOB 60-
Jiee 2 MKM. AHaJIM3 TUCTOTPAaMM KOJIMYECTBEHHO TOATBEPXKIAIOT CAeJaHHbIe HAaMU paHee
OLICHKM BU3yaJbHOTO aHaI13a.
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Bropast kpuBas pacripeneiaeHusi MaJio OTJIMYAeTCs OT MEePBOU IO CpeaHEMY U IKCTpe-
MaJIbHOMY TlapaMeTpaM, U B TIpaBOil YaCTU OCHOBAHUSI OHU BeCbMa MOXOXH T10 hopMe, HO
IIJISI BTOPOM KPUBOI1 XapaKTepeH 0oJiee y3K1ii MAaKCUMYM, Y MEJIKOM (ppakiinm, KOTOpOii TaKk
OoraT CITOHTAaHHO CUHTE3UPOBaHHbII TMOOCUT, 316Ch 3HAYUTEJIbHO MEHBIIIE.

I'm66cuT, nmoaydeHuslii mpu TUP 1000 xI11, moka3piBaeT IMOUYTH CUMMETPUIHYIO OTHOCH -
TesbHO Menuanbl ({d); = di{max} = 2.3 MkM) dopmy DyHKIMHM p5(d), 4TO GoJiee YeM BIBOE
MPEeBBIIIAET TAKOBBIC TSI ITATHOTO peXuMa. A 006JacTh MaKCUMyMa IiJisl TIEpBOM KpUBOM
(~1 mxMm) moutu 30-KpaTHO IMPEBOCXOAUT INIOTHOCTh BEPOSITHOCTU TpeTeid. To ecTh, B pexku-
me TUP 1000 xI'x Mbl CMHTE3MpPYEeM OIHOPOAHYIO KPYMHO3EPHUCTYIO (DpaKIIUIO, JIETKO OT-
JeJIsieMyl0 OT MaTOYHOTo pacTtBopa (WIbTPOBAaHUEM, YTO MEPCIEKTUBHO JUISI TOJyYSHUS
KOMIIO3UIIMOHHBIX MaTepUajioB Ha OCHOBE OeMUTa, [Uacropa M pa3HOBMIHOCTEi oKcuaa
amoMuHus [4, 5]. BeIBox, cienaHHBIM HAMH paHee O KOMIIPOMMCCHOM BapraHTe IOMCKA Ya-
croTHOTO onTuMyMa 3ddexruBHocT TUP cuHTe3a rm66cuTa, IMoOKpeIUIsieTcs pe3yabraTa-
MM BU3YaJIbHOTO U CTATUCTUYECKOTO aHAJIM3A.

OBCYXIEHMUE PE3YJIBTATOB

B npoiieccax pacTBOpeHUSI U KPUCTAJIU3ALUU TPOUCXOAAT (DIIYKTYAIlUU YITPABJISIOLINX
rmapaMeTpoB, MEHSIETCS YUCIIO U BUIL MEXKMOJIEKYJISIDHBIX CBSI3€i, TO €CTb MMEIOTCSI BCE He-
006XOMMMBIe YCIOBUS TSI 0Opa30BaHUS CTOXaCTUYECKUX BUXPEBBIX TUCCUTTATUBHBIX CTPYK-
TYp aBTOT€HEPATOPHOTO TUTIA [6] ¥ BO3MOXKHOCTHU WX PETYJISIIIMA BHEIITHUMU CIa0BIMU CUH-
xpoHHbIMU curHajgamu [11, 12]. ComracoBaHHO€ IOBEIEHUE BUXPEBBIX TMCCUIATHUBHBIX
CTPYKTYP BO3HUKAET KaK OTKJIMK Ha IIIyMOBbIE MEepHOAUYECKHE BXOMHbIe CUTHaibl. [Ipu
STOM MOMABJISIIOTCSI HEKOTOPHBIE KoJiebaTeIbHO-BpalllaTeJibHble MOIbI, COKPAIAlOTCS IyTH
(ha30BbIX TPACKTOPUI1 B MPOCTPAHCTBE, @ 3TO YMEHbIIIEHUE YKMCTIa CTeTeHel CBOOOIbI B T -
HaMMKe CUCTEMBbI M, B KOHEUHOM CUeTe, YBEJIMYeHNe CKOPOCTH Tipoliecca. [IpuBeneHHbIe
pe3yIbTaThl TOATBEPXKIAIOT, UTO JEUCTBUE CIA0BIX aKYCTUUECKHUX TTOJIEN Ha TPOIIeCcC JeKOM-
MO3UIMU THOOCUTA U3 ATIOMUHATHBIX PACTBOPOB MPUBOAUT K CYIIIECTBEHHOMY U3MEHEHUIO
KWHETUKU Tipoliecca. Db heKTUBHOCTh CHHXPOHU3AMY 3aBUCUT OT YaCTOTHI BHEIIIHETO Iy~
MOBOTO CUTHAaJIa U UMEET 9KCTPEeMaJIbHBII XapakTep.

B cymectByonux Ha CeromHsIIHUI JeHb TEXHOJOTUSX MPOM3BOACTBA OKCHUIA ATFOMMU-
Hua o Metony baiiepa xpucraimmsanus rudoocuta mmuress S0—120 9, MOCKOIbKY TEXHOJIO-
TrU4yecKre JMHUM MMEIOT pa3Hoe anraparypHoe o(opMIeHHe U CIOCOOBI TTepeMeTBaHMs.
To, 4yTo KpuUCTALIM3aTOPbl OTPOMHBI, HE BhI3bIBa€T COMHeHUs. Hailra nmpakTuka rnokasana,
yto THUP Texnosorust He 6outcs addexra macmrabupoBaHust. OJHAKO CIOXKHOCTb HCCJIe-
JIOBAHHOTO COBOKYITHOTO IIpoliecca TpedyeT SMITMPUUECKOl KOPPEKTUPOBKHU MO MECTY KOH-
KPETHOTO TTPOM3BOJICTBA.

Texnonornst TUP nmpakTudyecku HeaHepro3aTpaTHa, HO ee MPUMEHEHNe B IIPOM3BOICTBE
ru60CcUTa TO3BOJIUT CYIIIECTBEHHO CHU3UTD 9HEPTOPeCcypChl, TEM CAMBIM YMEHBIIIUTh 3KOJIO-
IMYECKYIO0 ONTACHOCTb XUMHUYECKOTO MPEATPUSITHS.

3AKJIIOYEHUE

HccnenoBaHue TEH30MMITYIbCHOM PETyJISILIMY KPUCTAJTM3AUU THOOCHTA U3 aTlOMUHAT -
HBIX BOIHBIX PACTBOPOB C J00aBICHUEM KPUCTAJUTMYECKOM 3aTpaBKU MPOIYKTa MOKa3ayio
MpM IBYX 4-KpaTHO Pa3IMYaloOlmIMXCs Y9acTOTaX BOCIPOU3BOAMMBIN 3(hMEKT yBeTUIeHUS
CKOPOCTHU TIpOIlecca CMHTE3a 11eJIEBOI0 KOMITOHEHTa. B HU3KOMHTEHCMBHOM aKyCTUYECKOM
rojie yactoroit 1000 xI11 creneHs mpeBpalieHust THdbocuTa yBenrnunBaercs Ha 25%. IpaHy-
JIOMETPUS YaCTHUI] MOPOILIKOB I'MOOCHUTa BBISIBUJIA CYILIECTBEHHOE MapaMeTpuyeckoe yiayd-
IIeHWE KavyecTBa KPUCTAJLJIOB MO OAHOPOTHOCTH, (hopMe M pa3MepaM, MOJTYyYEeHHbBIX B aKy-
CTUYECKMX TTONSAX. MHCTpYMEHTANIBHBIN aHaINU3 3JEMEHTHOTO U CTPYKTYPHOTO CITEKTPOB
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MOJIY4EHHOI0 Ocajka Moka3ajl MAEHTUYHOCTh aTOMHOIO COCTaBa U CTPYKTYPHBIX MapaMeT-
poB rub6cuTa, mojrydyeHHoro B mtatHoMm 1 THUP pexumax.
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