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Ha ocnose Oanubix cranupyrowel 31eKmMpPOHHOU MUKPOCKONUU UCCAE008AHA 63AUMOCES3b
MUKPOMOPPON0SUHLECKUX 0COOCHHOCHEN KPUCMALIUYECKUX OCAOK08 MPOUHBbIX KapOonamos bapusi-
CMPOHYUA-KANbYUS C MeMNepamypoli Ux OCAXCOeHUus 6 pacmeopax CMecu HUmpamos bOapus,
CMPOHYUSL U KATbYUS pACMEOPOM KapOoHama ammoHus. Haunyuwuil eapuanm maxoeo cunmesa Kax
COCMABHOU YACMU MEXHON02UU OKCUOHBIX KAMOO08 3AeKMPOSAKYYMHBIX NpudoOpos modicem Ovlmb
00CMUEHYM NPU YMEHbUEHUU KOHYEHMPayuu pacmeopos, Y4acmeyouux 6 0Ca’coeHuU, u yeeauieHuu
ux memnepamypbi.

Dimensional and morphological characteristics of sediments of triple carbonates of barium-
strontium-calcium as initial cathode materials in the processes of their synthesis in aqueous
solutions. LP.Li, M.B.Karsakova, LV.Ivanchenko, M.V.Provotorov. The interrelation of the
micromorphological features of the crystalline sediments of tripartite barium-strontium-calcium
carbonates with the temperature of their precipitation in solutions of a mixture of barium nitrates,
strontium and calcium with a solution of ammonium carbonate was studied based on the data of
scanning electron microscopy. The best variant of such synthesis as an integral part of the technology
of oxide cathodes of electro-vacuum devices can be achieved by decreasing the concentration of
solutions participating in precipitation and increasing their temperature.

3ambicest HacTosIIeH padOThl 3aKIIIOYaCS B TOM, YTOOBI JaTh BO3MOXKHOCTH TEXHOJIOTaM,
OCBaWBAIOIINM U MOJIICPKUBAIOIINM TPOU3BOJICTBO OKCHIHBIX KaTOJIOB, 00JIee OCMBICIICHHO TTOI0OMTH
K CBOCH JCITEIHHOCTH B PE3yJbTaTe MPOSICHEHUS psija acleKTOB ATOW TEXHOJOTHH, HEJIOCTATOYHO
MOJIHO OCBEIUICHHBIX B JIUTepaType. B TepByr odepenp 3TO KacaeTcs MHUKPOMOPQOIOTHH
CHHTE3UPYEMBIX KapOOHATHBIX COCTABOB Ha OCHOBE KapOoHaTta Oapus. B HacTosmiel myOnuKaIuy 3TH
aCTeKThl PACCMOTPEHBI Ha TIPUMEPE CHHTE3a TPOWHBIX KApOOHATOB OAPHSI-CTPOHITHSI-KAJIbIINS.

KapOoHnaTHble COCTaBBI, KaK UCXOIHBIC MATEPUANBI JUIs MPOU3BOJICTBA OKCUIHBIX KAaTONOB, B
TOM WYHCJIE TPOWHBIC KapOOHATHI OapPUSA-CTPOHIUA-KAIBIUSA, TOTYYar0T METOJOM COBMECTHOTO
OCaXIICHUS COOTBETCTBYIOIINX HUTPATOB M3 BOIHBIX PacTBOPOB IpH Temmeparypax oT 20 mo 100 °C
MyTeM MUKPOJIO3UPOBAHUS B 3TOT PACTBOP pPacCTBOpA OCAIUTENs, COJCpPIKAIIETO KapOOHAT-UOHBI,
HanpuUMep, pacTBopa kapOooHata amMmmoHus. [1] [Ipu 3TOM ¢ 1ENbIO MOBBIMICHUS TPOU3BOAUTEIBHOCTH
nporecca OObIMHO OepyT BBICOKOKOHIICHTPHPOBAHHBIE pACTBOPHI OJHM3KUE K KOHIEHTPAIUU
HacelmeHus Co,. B pe3ynbraTe B 3aBUCHMOCTH OT HCXOJHOTO MOJBHOTO COOTHOIICHHS HUTPATOB
MOJKHO TIOJYYHUTh KapOOHATHBIN MPOAYKT Pa3IMYHOrO BajOBOTO cocrama. IIpu 3TOM B 3aBUCHMOCTH
OT 3TOTO COOTHOIICHHS, a TaKKe OT YPOBHS KOHIIGHTPAI[MH 3THX PAacTBOPOB IMONYYAlOTCS JIMOO
MoHOda3HbIe (TBEpABIE pacTBOPHI KapOOHATORB), MO0 reTepoda3Hbie (cMech KapOOHATOB) MPOAYKTHL.
Bce 310 CcymiecTBEeHHO BIUMSIET Ha 3MHCCHUOHHBIC CBOWCTBA KaroaoB. llInpoko m3BecTHa quarpaMma,
npuBeneHHas B MoHorpaduu b.I1. HukonoBa [2] um300pakeHHass Ha puc. 1, mpuOIU3UTEIBEHO
oTo0Opaxaromas Ty 3aBUCUMOCTb.

OpHaKo, IMHCCUOHHBIC XapaKTEPUCTUKH 3aBUCIT HE TOJIBKO OT MOJBHOTO COOTHOIICHUS, HO
TaK)Ke YPOBHS KOHIICHTpAI[MK HUTPATOB B BOJHOM PAacTBOPE U TeMIEepaTypbl ocaxacHus. [Ipu atom
CYIIECTBEHHYIO POJIb TAKXKE WIPaeT YPOBEHb MUKPOHEOJHOPOJHOCTH TO BUAaM KaTHOHOB (Oapws,
CTPOHIIUSI U KaNIbIHsI), KOTOPBIH B TEPBYIO O4Yepeab ONpesenseTcss reTepodasHOCThIO MOTydaeMbIX
COCTaBOB. B pe3ynbrare Ha MPakTHUKE CTAPAIOTCS MONIYYUTh 0THO(A3HBIC TPOAYKTHI, T.C. OTIEPUPOBATH
B obOnactn A. OHa mpuBeneHa Ha TOM Xe puc. 1. M300pakeHHBIE Ha STOM pPHCYHKE 00JacTH
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kpuctamwmzauuu npu 95°C noctoensl no ganabiM A.®D. Bonpiakosa [1] ¢ corpyanukamu. Obaacts
HaWIy4IINX SMHCCHOHHBIX XapaKTEPUCTHK Kak pa3 mnomagaer B oOnacte A. Ilo 3Toil mpuunne
cocTaBbl B 001acTu A Hanbosee 4acTo UCHOJIb3YETCs B IPOMBIIUIEHHBIX TEXHOIOTHSIX.

Bal

{allh

Srith
Puc. 1. JJuacpamma cocmaeoe Ha ocnose kapboHamos 6apus, CMpoHyus U Kaabyust: MOHKUe
KOHMYPHbIEe TUHUL NOKA3LIBAION MOK 6 YCI0GUAX UMRYILCHOL OMUCCULU OKCUOHBIX Kamooo8 8 A/cm’
npu 1000 K; wmpuxogvle 1unuu — 2panuysi, omoeasiowue obracmu kapbonamuwix ¢az co
cmpykmypou apazonuma P, kanvyuma A u eamepuma B npu memnepamype ux cunmesa 95°C;
3auMpUxosantoe noie — 001acmv 06bEKMOo8 HACMOAUE20 UCCTIeO0BAHUSL.

OOBEKTOM HACTOSIIETO UCCIICOBAHMS ObUIa 00JIACTh COCTABOB TPOMHBIX KapOOHATOB Oapusi-
CTPOHIIMSI-KABIH, BBIZICIICHHAS Ha PUC. | 3alITPUXOBAHHBIM IMOJIEM. 37IeCh OCHOBHOE BHUMaHHE, KaK
K MPEeaIMETy HCCIICI0BaHMs, OBLIO Y/CICHO CBSI3U DPEKUMOB OCWKIACHHUSI C MOP(HOIOTHYSCKUMHU
XapaKTePUCTUKAMHU TI0JIy4aeMbIX OCAJKOB TPOMHBIX KapOoHATOB. [Ipu 3TOM B 3THX HCCIIEIOBAHHSIX
OIHMPAIACH HAa ITUPOKO M3BECTHYIO 3aBUCHMOCTHPa3MEPOB KPUCTAIUIMTOB OT TEMIIEPATYPhl U YPOBHS
KOHIICHTPAITNH UCXOTHBIX KOMIIOHEHTOB [3,4]:

C; __20Vp
In Ciww  RTTF 1),
o 20TV
To—T= 7l @),

rae, B manHoM ciydae, C;, (i=1, 2, 3 u 4) — KOHIICHTPAITUN HUCIIOIB3YyEMBIX ISl OCAKICHUS PAaCTBOPOB
(C1 JIA Ba(NO3)2, Cz JUIA SI'(NO3)2, C3 JUIA Cam03)2*4H20 n C4 JUIA O\IH4)2CO3), Ci,oo —
pacTBOPUMOCTh TPOWHOTO KapOoHaTa TpHW MaHHOH (HKCHUPOBAHHOH TemIeparype 1 pacTBopa
HUTPATOB B TIPOIIECCE OCAXKACHUS KapOOHATOM aMMOHNS; T, — PABHOBECHAS TeMIIepaTypa MpH JaHHBIX
(uKcHpOBaHHEIX KOHLEHTpaUMAX C;o, , KOrJa KpUCTAUIUTHI KapOoHaTa Oapusa-CTPOHLMSA-KAaIbLMA
MPUHUMAIOT OCCKOHEYHO OOJbIIME pa3Mephl (TeMIiepaTypa JIMKBUAYCA); G — yJelbHas CBOOOIHAs
MOBEPXHOCTHASI DHEPTUsl KPUCTAJUIMTA B PACTBOPE MO KpUCTAUIOrpaduvIecKoMy HaIlpaBJICHHIO, IO
KOTOPOMY OepeTcsi XapaKTEepHBIH pa3Mep KPHUCTALIUTA T; V., — MOJbHBIA 00beM KpucTauura; R —
yHHMBepcajbHas rasoBas nocrosHHas; Hg, — sHTanenus ¢aszoBoro mepexoja (KpHUCTAJLIU3ALMN).
Bripaxenus (1) u (2) MOKa3pIBAIOT, YTO C YBEIHUCHUEM TEMIIEPATYPhl 1’ OCAKICHUS U YMEHBIICHUEM
KOHIICHTPAITUH UCXOIHBIX KOMIIOHEHTOB C/(T.€. TIpH pa30aBIeHUH PACTBOPOB), YIACTBYIOIIMX B 3TOM
OCXKIACHHUH, pa3Mep KPUCTAILIUTOB JODKEH YBEIHMUNBAThCS.

B kauecTBe MCXOIHBIX KOMITOHEHTOB OBUIM B3ATHI HUTPATHl Oapwsi, CTPOHINS W KaNbIHWs, a
Takke KapOOHAT aMMOHUS B KA4€CTBE OCAAMUTENS. J[JIsI TOTHOTHI OCaXKIEHUS ATOT OCAIUTENb Opaiu ¢
U30BITKOM B 3,5 pa3a MO OTHOIICHUIO K CTEXHMOMETPUYCCKOMY BapuaHTy. Pa3nuuHbie ypOBHH
KOHIICHTpAIIMKM 33JaBaJld IyTeM pa30aBJICHUS PACTBOPOB C BBICOKOW 0a30BOM KOHIIEHTpAIUCH
KOMITOHEHTOB (HUTPATOB M KapOoHaTa), OJIM3KO# K HACKIIEHUIO ITPH TaHHON TeMIIepaType.

Hcnonp3oBaHHbIE /I CHHTE3a WCXOJHBIC BEIIECTBA WMEIM MUKPOIPUMECHBIH COCTaB,
COOTBETCTBYIOIIUI JJI1 HUTPATOB KBIM(pUKAIMK X.4., a 1 KapOOHATa aMMOHHUS H €ro
crabmm3aTtopa (BogHoro pactBopa NH,OH) — xBanmudukarim 4.1.a. J{jis IpUTOTOBIEHUS PAaCcTBOPOB
MIEPEYNCIEHHBIX KOMITOHEHTOB HWCIOJB30BANA OWIUCTHIUTMPOBAHHYIO BOAY MO MHKPOIPHMECHOMY
cocTaBy cooTBeTcTByOIYI0 TY 6-09-2502-77. McX0nHBIM HACBILIEHHBII pacTBOP HUTPATOB TOTOBUIIH
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npu Temrnepatypax 7 ot 86 1o 95 °C ¢ AByX4acoBOH BBIAEPKKOH NP MHTEHCHBHOM IEPEMEIIMBAHUN
MOCTIE TIOCTETIEHHOTO TpHUOaBIeHNsT OWANCTUIUTMPOBAHHONW BOJBI JO TIOJHOTO PACTBOPEHHS CMECH
COJICH ¢ 3aJaHHBIM MOJIBHBIM COOTHOITICHHEM. [ [pUrOTOBICHHBIH TaKUM 00pa30M PacTBOp MPH TOU Ke
Temrneparype (QuibTpoBaNiM Ha BOpOHKEe broxHepa uepe3 OymaxxHbldi (GuiabTp «CHHSAS JICHTay.
McxomHbIi HACKHIMIEHHBIN pacTBOP KapOOHATa aMMOHUS TOTOBHIIM TI0 aHAJIOTUIHOW METOIHMKE, HO TIPH
temriepatype 40 °C. Hcmomp3yemble KpaTHOCTH pa30aBIIeHHS JTHX pacTBOPOB IS JTaHHOTO
KOHKPETHOTO MPOIIeCCa OCAKICHUS OB OJTMHAKOBBI KaK I PACTBOPa HUTPATOB,TaK U JIJIS pacTBOpa
KapOoHATa AMMOHUSL.

CuHTe3 ocaxkaeHneM KapOOHATOB OCYIIECTBISUIA ITyTeM NpHUOaBIECHHUS MO KaIlllsiM PacTBOpa
KapOoHaTta amMmMoHMS TIpH TeMiiepaType 40 °C k pacTBOpy HUTPATOB OapHs, CTPOHIMS U KaJIBITUS TIPU
temneparype 7 (ot 86 no 95 °C). [lonmydeHHslif ocagok GUIBTPOBaIM Ha BOpPOHKE BroxHepa uepes
OymaxxHbIl QmIbTp «CuHAA JIeHTa». [IpoMBIBamM €ro ropsveil OMANCTHIUTMPOBAHHON BOIOW IIpH
temriepatype 70 °C ¢ Hopmoii mpoMbIBKHY 5 11 Boxbl Ha 100 T ocaaka. [TpoMBITEIN 0CagoK CYITHIH TpH
temneparype 250 °C B TedeHun 24 4acos.

DJeMeHTHBIN aHaIn3 00pa3LoB ONpPeNeNsIM METOJJOM MacC-CIIEKTPOMETPHUYECKOTO aHaJN3a C
WHIYKTUBHO-CBsI3aHHON 1mra3mMoii Ha mnpubope iCAP 6300 Duo ¢ MUHUMAIBHBIM IPEACIIOM
oOHapyxeHHss B oOjactd pecAThIX nojeid ppm. [Ipum 5TOM BCKpbITHE MPoOBI KapOOHATOB
OCYILECTBIISUN, Ucnonb3ys HaBecky 0,3-0,5 1, B koTopyro Ao6aBmsuin 10 Ma OMOMCTHIIITMPOBAHHON
BOJIBI, TIOCJI€ 3TOTO MO KAIUIAM JOOABIISIN KOHIIEHTPHPOBAHHYIO a30THYIO KHCIOTY IO IIOJHOTO
pacTBOpPeHHsS HABECKH, 3aTeéM OKOHYATENbHO paz0aBisuii Mpoldy OWINCTHIUITMPOBAHHOW BOAOW 1O
KOHUEHTpauu nopsaaka 50 mr/n. OTHocuTeNnbHAs OMMOKa ONpeneneHus] KOHIEHTPAM OCHOBHBIX
KOMIIOHEHTOB, MOHOB 0apwsi, CTPOHIHA U KaJblnd, B Ipode cocrasisiia 2%.

®da30BEI cOCTaB 00PA3IOB OMPENCSIUIA METOJIOM TMOPOITKOBOW peHtreHorpaduu (PDA) Ha
npudope D2 PHASER ¢upmsr Bruker. Mcnonp3oBanu uznyuenue CuK,, Ni-Gunbstp ¢ rpadutoBeiM
MoHoxpomatopoM (A=1.54178 A), nmamason m3meneHns yrma 20 — ot 15 go 80° ¢ marom 0.02°.
UCIONIb30BaNH 1eib 0,6 MM U BBEIACPKKY B TOUKe 3 C.

MukpomMop(]oIOTHIO TPOWHBIX KapOOHATOB OapUS-CTPOHIUA-KATBINS H3ydadd METOIOM
CKaHUPYIOLIEH 3JIEKTPOHHOM MUKPOCKOMUU. JIJisi 3TOTO MCIOJIb30Bali CKAHUPYIOIIUM 3JIEKTPOHHBIN
mukpockon TESCAN VEGA c¢ mnpegenom paspemienuss no 3 HM. OOpasubl TOTOBWIM TIO
OOIETIPUHATON METOAMKE C IUIATUHOBBEIM HambUieHHeM. /[l  Mopdoioruueckoro aHamusa
WCTIONB30BAIM 0030pHBIE CHUMKH, BKIIFOYAIOIIHE HECKOJIBKO COTEH KPHCTAIUTUYECKHX CPOCTKOB, a
TaK)Ke CHUMKH OTJICIBHBIX CPOCTKOB MPH OOJIBIINX YBEIHUCHUSIX.

CuHTEe3UpOBaHHBIC B HACTOAIICH paboTe TpOiHbIC KapOOHATHI OapUs-CTPOHIUSA-KAIBIHS 110
CBOEMY DIIEMEHTHOMY COCTaBY OBLIM HamOoJiee OJu3KH K mpombinieHHoMy npoaykty KTA 1-6 OCT
110/10028002-76 (PucyHok 1).

IIponykr KTA 1-6 xapaxrepusyercs coctaBoMm mo BaCO;— 50 %, mo SrCO;— 45 % wu mo
CaCOs— 5%. Kpucrammimaecknii IpoAyKT, IOTHOCTHIO COCTOSIINI 13 (a3l CO CTPYKTYpPOiIl aparoHuTa
(puc. 2) mo OGobIei YaCTH COCTOUT M3 IUIOTHBIX MIAPOOOPa3HBIX CPOCTKOB KPUCTALTATOB (pHC. 3)
JumHOoM 1 = 1,34 + 0,2 MKM.
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Puc. 2. Ilopowkosas penmeenosckas oegppakmozpamma npooykma KTA 1-6. Peghnexcor P
OMHOCAMCA K (haze co CmPYyKmypol apazoHuma.

305



XX1V Hayuno-mexnuuecxkasa Konghepenyus ¢ yuacmuem 3apyoerncuvlx Cneyuaiucmos
«Bakyymnas nayka u mexnuxa»
Cyoax, 16 — 23 cenmaopa 2017 2.

Y

E

Puc. 3. Muxkpogpomozepaguu cxanupyrowei snexmponnot mukpockonuu npooykma KTA 1-6.

[To mukpomopdonoruueckumM npusHakam Haubosee 6mu3kuM kK KTA 1-6 okazamuch oOpasiisl
TPOMHBIX KapOOHATOB OapUA-CTPOHUMA-KAIBLMUS CHHTE3UPOBAHHBIX CMELIEHHEM HAChIIEHHBIX
pacTBOpOB HUTPATOB M KapOoHaTa aMMOHHUS mpu TemnepaType 86 °C, Takxke mo Oonbliel 4acTbio
COCTOSIIIMX M3 TUIOTHBIX MAapo0Opa3HbIX CPOCTKOB KPUCTAIIIUTOB (pHUC. 4).

Puc. 4. Muxpogomoepaghuu ckanupyiowe d1eKmpoHHOL MUKPOCKONUY NPOJYKMA CUHMe3d 8
cucmeme BaCO;-SrCO;3-CaCOjs 6 obracmu cocmagos, ykasaunvix Ha Pucynke 1, nonyuennozo npu
memnepamype 86 °C 8 HACbIWEeHHbIX pACMEOpax.

B psge cimydaeB KpHUCTaJUIMTHI CABOWHWKOBAHBI C OOpa3oOBaHMEM IICEBIO-T€KCArOHAIHHBIX
(hopM, HO B OOJIBIIMHCTBE CITy4aeB 3TO MOJHCUHTETHYECKHE TBOMHHUKH, 00pa3yIoNIue MIacTHHYATEIE
MHOTOYpOBHeBbIe Tauku. [1lapooOpas3Hbie CPOCTKU KPUCTAILTUTOB MPECTABISIOT COOON TPEXMEPHEIC
BEEpHBIE 00Pa30BaHUs, KAX/I0€ U3 KOTOPHIX UMEET CBOW IIEHTP Havalla KPUCTALUTHAIINH. B HEKOTOPBIX
CiIy4asx oOpa3yloTcs HEMOJHOCTHI0 c(hOpMHUpOBaHHBIE ChEpOonAaIbHble KOHCTPYKIIMH CPOCTKOB,
KOTOPBIC MPEIICTABJISAIOT COOOH IIApOBBIE CEKTOPBI C TEM WIIM MHBIM YTIIOM pacxoxjacHus. Hepemako
3TO JBa CPOCHIMXCS CEKTOpa HANpPaBICHHBIX B IPOTHBOIOJOKHBIC CTOPOHBI (IBONHBIC BEEpHI).
HakoHer, MO)XHO BCTPETHTh W OTJIENbHBIE KPUCTAILIUTHI UTOIB9aToi (popmel. Bee 3To ykaspiBaeT Ha
TO, YTO ONHCAaHHBIC CHEPOIUTHI U BEEPHBIE CTPYKTYyphl 00pa3yrTcs B pe3yJIbTaTe CIy4ailHOTO
3apOKJICHHS KPUCTAUIUTOB Ha UCXOMHBIX IIEHTPaX, KOTOPHIE B CBOIO OYEpPEe/lb JOKHBI IPECTABISAThH
co00i1 armoMeparsl pa3HO KpHUCTaUIOrpaduuecKu OpUEHTHPOBAHHBIX HAHOPA3MEPHBIX 3apofbliiei. B
MPOTUBHOM CITydae HEBO3MOXKHO OOBSICHUTH MHOXXECTBEHHYIO KPHUCTAJUIM3AIHIO U3 JTHUX IIEHTPOB
3apoxaeHus. [Ipy momajgaHuy Karid pacTBopa KapOoHaTa aMMOHHUS B 00BEM PacTBOpa HUTPATOB
Oapusi, CTPOHIIMS M KaJbIIHsI BCIEICTBHE CHIIBHOTO TIEPECHIIICHHS Ha TPaHHIIe MEeXAY Karuiel U 3THM
pPacTBOPOM TIPOHCXOIUT MHOKECTBEHHOE 3apoibllie00a30BaHrEe KapOOHATOB MIEIIOYHO3EMENBHBIX
3JIEMEHTOB, KOTOPBIC TMOJUUHSSACH CTATUCTHKE TEIUIOBOTO JIBUKCHHS WCIBITBIBAIOT CIYYaliHYIO
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armomepaiiuio. Jlajgee Ha MOBEPXHOCTH OOpA30BABIIETOCS arjioMepara MPOUCXOJUT pa3palldBaHUe
KPHCTAUIMUTOB BILIOTh JIO MOJIHOTO CHSTHS MEPECHIIICHUS MPU MOJHOM PACTBOPEHUH KAaILIA PacTBOpa
kapOOHaTa aMMOHHUS B pacTBOpe HHUTPAToB. Takum o0pa3oM, pa3Mep KPUCTAJUIMTOB B BEEPHBIX
CPOCTKaxX TaKKe HMMEET CIy4YaiHBIH XapakTep C ONPEACICHHBIM HAuOO0JIee BEPOSITHBIM CPEIHUM
3HAYCHUEM.
VYkazaHHOe cpefHee 3HaUeHHe T OIIEHUBAIH, UCTIONL3YsI BEIpAKEHUE:
= YL niri 3)
P ’
I€ 7; — PaauyChl KaK IMOJHOCTHIO C(OPMHUPOBAHHBIX IMIAPOOOPA3HBIX CPOCTKOB, TaK M YaCTUYHO
c(OPMHUPOBAHHBIX; 1; — YACIIO KPUCTAILUTUTOB B CPOCTKE.
Oco0eHHOCTh BhIpaKeHHUS (3) 3aKJIF0YASTCS B TOM, YTO KaKoe OBl YUCIIO /1; B CPOCTKE HE OBLIO
OBI B35TO, NCHCTBUTENBHOE WIH YCIOBHOE, 3HAYCHHE I OT ATOro He MeHseTcs. [losTtoMy, nmpuHUMas
YCIOBHO YHCJIIO 7; B TIOJHOCTBIO C(HOPMHPOBAHHOM CpocTke paBHO 100, B HE TOIHOCTHIO
c(hopMUPOBAHHOM CPOCTKE OHO OYIIET PaCCUNTHIBATHCS KaK:

— 100 %
n=100 (4),

rae S— miomanab ceprl i-ro CPOCTKa; §; — IHIOMAAL BHEITHEH TOBEPXHOCTHI-TO MIIAPOBOTO CEKTOpai-
oit cepsl.

B OonbIMHCTBE CllydaeB CEKTOPHI CPOCTKOB YKIAABIBAIOTCS B IUIOCKOCThH IIpenapara-
HOCHTENSI JJIEKTPOHHOTO MHKPOCKONAa ¥ COOTBETCTBEHHO B INIOCKOCTH MHKpodoTOorpaduu
(Pucynok5). Torma, mias MPOCTOTHI BHEIYHMCICHWN NpHUHUMAas (OpMY CpPOCTKa Kak 00pa3oBaHHYIO
0CECHMMETPHYHBIM KPYTOBBIM KOHYCOM, MOKHO U3 (4) MOTyYUTh BHIPAKCHUE:

ny =i (),

2T
raer— paguyc cepsbl, A;— BBICOTa IAPOBOTO CETMEHTa TOPU30HTAIBHOTO CPOCTKA.

Opmnako, B ciydasx, IByX M 0Oojiee CPOCTKOB B cepe, BBHIPACTAIOIIMX W3 OMHOTO IIEHTPA,
YaCTBITUX CPOCTKOB MOXET MMETh HAKJIOHHYH) OpPHEHTaluio. B 3ToM ciydyae HEoOXoaumo, Kak
MOKAa3aHO HA PUC. 5, OCYIIECTBUTH MOBOPOT TAKOTO POAA CPOCTKOB JI0 COBMEIICHHUS HX C TNIOCKOCTHIO
MuKpodoTorpaduu (IIOBOPOT YKa3aH CTPEIIKAMH).

Puc. 5. Cxema ceomempuuecko2o ananuza cpocmra KpUCMaiiumos 8 ghopme uiaposwvix cekmopos: O
— YeHmp 3apOdHCOeHUsL CPOCMKO8 (CPOCMKU NOKA3AHbI WMPUX0BKOLL),; S; — NI0WA0b HOBEPXHOCTb
cepul; S — nI0WAOL NOBEPXHOCU WUAPOBO2O CEKMOPA 20PU3OHMATLHO20 CPOCTKA, S;; - NA0WAOb
NOBEPXHOCTU WIAPOBO2O CEKMOPA HAKIOHHO20 CPOCKA, T; — paouyc cgepul, h;; — blcoma waposoeo
cezMenma 20pU30HMAIbHO20 CPOCMKA, Ny — 8bICOMA WAPOBO2O CeeMeHMA HAKIOHHO20 CPOCMKAL.

Jlns  TmoNlydeHHMs CTaTUCTHYECKH 3HAYMMOTO CpPEIHEro 3HadeHus I HeoOXoauMo Ha
3JIEKTPOHHOM MHMKPOCKOITMIECKOM CHHUMKE BBIICIUTH JOCTATOYHO OOJNBINTYIO 3aMKHYTYIO 00JacThb, B
KOTOPOH MCKITIOYUTENBHO IS BCEX HAXOISNTUXCSI B 3TOH 00JaCTH CPOCTKOB HAWTH BEIIWUUHYZ; U /.
KonndyecTBO 3THX BEIWYHMH MOKHO OBITH JOCTATOYHO JJISI TOTO, YTOOBI OTHECTH IMOJYYECHHYIO
BBEIOOPKY K HOPMAJLHOMY pacIpenelIcHUIO CIyJaitHBIX OTKJIOHEHUN pa3MepoB KPHCTAJUTUTOB. Torma
JUISL pacdeTa 3TOTO PACTIPEICIICHHISI MOYKHO HUCIIONH30BATh BRIPAKEHUE IS TFIOTHOCTH BEPOSTHOCTH:
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2
P(7) = —=Bkp (— =) (©).
rae P(7) — IUIOTHOCTh BEPOSATHOCTH HOPMAJIBHOIO paclpeicicHHs Pa3MEpOB KPHUCTAJUIMTOB 7; |L-
MaTeMaTHYECKOe OKUIAHUE; 0 — TUCIEPCHSL.
JIns paccMaTpUBAaeMOro MPHMEPa HACHINEHHBIX PACTBOPOB mpu Temmeparype 86 °C 3To
pacmpesienicHie TPUBEIACHO Ha puc. 6. B pesynprare moiydaeTcs, 4YTO pa3Mep KPUCTAJUIMUTOB
cocrasisgetr = 4,63 £ 0,07 MkM.

0,25
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0,15 — — 1 T
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Puc. 6. Pacnpedenenue pazmepos Kpucmaiiumos kapbonamos ¢ 0o1acmu cocmasos YKa3aHHblX Ha
Pucynke 1 r (mxm): 1 — cunmes npu memnepamype 86 °C 6 HacvlueHHbIX pacmeopax, 2 - cunmes npu
memnepamype 95 °C 6 nacvluennvix pacmeopax, 3 — cunmes npu 95 °C 6 HacblyeHHbIX pacmeopax,
pasbasnennvix 6 1,5 pasa; 4 — cunmes npu 95 °C 6 HacviuyeHHbIX pacmeopax, pazoasieHuvlx 8 2 pasa.

VYBenmuueHne Temreparypsl OCaXIEHHs, Kak BHAHO W3 pHUC. O, MPHUBOAUT K HEKOTOPOMY
CMEIIEHUIO PacTIpe/ieIeH!s] KPUCTAIUIUTOB 110 pa3MepaM B CTOPOHY OOJNBIINX pa3MepoB dacTuil. Jlist
temrepatypsl 95 °C cpenHuil pazMep 4acTul] Bo3pacTaeT 10 BeaunuuHblr = 4,94 £ 0,09 mxMm. [Ipu sTom
KaK IMOKa3bIBAIOT JIAHHBIC PEHTIeHO(A30BOro aHaimm3a (puc. 8), MPOUCXOAUT HE3HAYUTENBHBINA, HO BCE
K€ BBIXOX 3a Tpeaensl omHodasHoi obiacth. B crcTeme mosBisgeTcs HEOONbINAas MPUMECh (a3bl
KajpluTa. Mopdonornieckue MpU3HAKK MOTYYaeMbIX OCAIKOB OCTAIOTCS MPEHKHUMU, KaK y MPOAYKTa
cuHTe3a npu Temrepatype 86 °C, 3a UCKIIIOYSHUEM TOTO, YTO Ha KOHIAX KPUCTAJUTUTOB, 00Pa3YIOIINX
chepel W CEKTOpa, TMOSABISAIOTCA MHOXKECTBEHHBIE CEKTOPHAIBHBIE OTPOCTKH OoJiee  MENKHX
KPHUCTAJUTMTOB TaK, YTO B PE3yJIbTAaTe BECh CPOCTOK B IIEJIOM IPHOOPETAET MeHAPUTHYIO hopMmy (pwrc. 9).
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Puc. 7. [lopowxosas penmeenosckas degppaxmocpamma npooykma cunmesa 8 cucmeme BaCOj;-
SrCO;-CaCOj; 6 obracmu cocmagos, ykasaunvix Ha Pucyuke 1, nonyuennozo npu memnepamype 86
°C ¢ HacviwyenHvix pacmeopax. Pegrexcvr P omnocames k gpaze co cmpykmypoii apazouuma.

Paz0aBneHne HACBIIEHHBIX PAacTBOPOB, MHCIOIb3YEMBIX Ml OCAKICHMS, BBI3BIBACT
CYLIECTBEHHOE YBEIMUYEHHE pa3MepoB KpucTamnuToB. [Ipu pasbasnenun B 1,5 paza npu 95 °C stoT
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pa3Mep CTaTHCTUYECKH JOCTOBEPHO OCTAETCS MPAKTUYCCKM HEU3MEHHBIM U cocTaBiisieT r = 4,93 +
0,09 mxMm, HO s paz6aBieHus B 2 paza npu 95 °C oH yxke paBeH r = 5,85 £+ 0,09 mxMm. (puc. 6). 3aech
KPUCTAJUTUTHl OTIMYAIOTCS 0oJjiee COBEpIICHHOW (hOpMOH, a CPOCTKH — OOJBITUM COACp’KaHHEM
CEKTOPUABHBIX BeepHBIX (hopM. BHIbl XapakTepHBIX T'paHHBIX (OPM KPHCTALIUTOB HE MEHSIOTCS
(puc. 10 u puc. 11). IIpudem geM Goiblie pa3zdaBicHHE, TEM B OOJBIIEM KOJIMYECTBE MPOSIBIISIFOTCS
neHaputaeie  Gopmbl. [lpu  pasOaemenun npu  Temmneparype 95 °C  Takke COXpaHsSeTcs
HE3HAYUTEIbHBIN BBIXOJl CUCTEMEBI B IByX()a3HYI0 007aCTh C OSBICHUEM MMPUMECHOH (pa3bl KaabIUTA.
(puc. 12 u puc. 13).
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Puc. 8. llopowxosas penmeenosckas degppaxmozpamma npooykma cunmesa 6 cucmeme BaCOj;-
SrCO;-CaCOj; 6 obracmu cocmagos, ykasaunvlx Ha Pucynke 1, nonyuennoco npu memnepamype 95
°C 6 HacvlyeHHbIX pacmeopax, pegrexcol P omuocames k gpaze co cmpyxmypoii apaconuma;
pedrexcol A — k hase co cmpykmypou Kaivyuma.

Puc. 9. Muxpogomoepaghuu cxanupyrowseti 31eKmpoHHOU MUKPOCKONUY NPOOYKMA CUHME3A 8
cucmeme BaCO;-SrCO;-CaCOj; 6 obracmu cocmasos, ykazanuvix Ha Pucyuke 1, nonyuennoeo npu
memnepamype 95 °C 8 HacbleHHbIX pacmeopax.

Puc. 10. Muxpoghomoepaghuu ckanupyroweti 21eKmpoHHOU MUKPOCKONUU NPOOYKMA CUHMe3d 8
cucmeme BaCO;-SrCO;-CaCOj; 6 obracmu cocmasos, ykazanuvix Ha Pucyuke 1, nonyuennoeo npu
memnepamype 95 °C 6 nacvlujennvix pacmeopax, pazoaenennvix 6 1,5 pasa.
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Puc. 11. Muxpogpomoepagpuu ckanupyroweti 31eKmpoHHOU MUKPOCKORUYU RPOOYKMA CUHME3d 8
cucmeme BaCO;-SrCO;-CaCOj; 6 obracmu cocmasos, ykazanuvix Ha Pucyuke 1, nonyuennoeo npu
memnepamype 95 °C 8 HacvluyeHHbIX pacmeopax, pazoaeienHvlx 8 2 pasa.
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Puc. 12. Ilopowrkosas penmeernogckas degppaxmozpamma npooykma cunmesa @ cucmeme BaCOj;-
SrCO;-CaCOj; 6 obracmu cocmagos, ykasaunvix Ha Pucynke 1, nonyuennoco npu memnepamype 95
°C 6 HacblyeHHbIX pacmeopax, pasdasienuvix 6 1,5 paza; peghrexcol P omnocames k gpasze co
cmpykmypou apazonuma, pegiexcol A — K paze co cmpykmypoii karvyuma.
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Puc. 13. Ilopowrosas penmeenosckas degppaxmoepamma npodykma cunmesa 6 cucmeme BaCOj;-
SrCO;-CaCOj; 6 obracmu cocmagos, ykazaunvix Ha Pucynke 1, nonyuennozo npu memnepamype 95
°C 8 HacvlyeHHbIX pacmeopax, pasbasienuvix 6 2 pasa, pegaexcol P omnocames k ¢paze co
cmpykmypou apazonuma, pegiexcol A — Kk ¢haze co cmpykmypotul Kaibyuma.

Camo mo cebe mosBICHHE TpUMECHOW (pa3el He MOMKHO YXYAIMIATh KAadeCTBO KAaTOMHBIX

MatepuainoB. ['opa3no Oonee BaXKHBIM 3/1€Ch SBISETCS YBEIHMUEHUE Pa3MEPOB KPUCTAIUITUTOB, KOTOPOE
B COOTBETCTBUU C OOILICTIPUHATON TOYKOW 3PEHUS CYNICCTBCHHO YJyYIlIaeT SMUCCHOHHBIC CBOMCTBA
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OKCHIHBIX KaTo/10B. [103TOMY HCIOIb30BaHUe pa30aBICHHBIX PACTBOPOB IS OCAKICHUS KapOOHATOB
IEIOTHO3EMENTBHBIX METAIOB MOYKET OBIT MCIIOJIE30BAHO B KaUETCBE PEKOMEHIAITMH I Oymyreit
MOJCPHU3AINH MPOMBIIIICHHBIX TEXHOJIOTHH OKCHIIHBIX KaTOJOB.

BriBoabI

[IpoBeneHHple cepur CHHTE30B TPOMHBIX KapOOHATOB OAPUA-CTPOHIUSA-KAIBLUS METOIOM
OCXKJICHHUS B PACTBOPE HUTPATOB Oapws, CTPOHIMS M KallbIUs PacTBOpPOM KapOOoHAaTa aMMOHHS B
0o0nacTH TOJIy4YaeMbIX HpPU 3TOM COCTABOB KapOOHATOB, OTBEUAIONIMX HAWIYYIIAM 3MUCCHOHHBIM
XapaKTePUCTUKaM M OJM3KUX MO0 CBOEMY COCTaBY K mpoMbliieHHoMY npoaykty KTA 1-6 mokasanm,
YTO yBEIHYEHHE TEeMIIepaTypbl CHHTE3a W yMEHBIIEHHWE KOHIEHTPAIMH HCIOIb3YEMBIX ISl TOTO
CUHTE3a PACTBOPOB MPHUBOAWT K YBEIUYCHUIO Pa3MEPOB KPUCTALUIUTOB WK 0O0Jiee BBICOKOMY
COBEPIICHCTBY WX HWTOJhYATOW (HOPMBI, YTO SBISETCS CYIIECTBEHHBIM (DaKTOPOM I TOTYUSHHS
OKCHIHBIX KaTOJOB 0OoOjiee BBICOKOTO KadecTBA. XapaKTEpHOW  MHKPOMOPQOIOTHUECKOMH
XapaKTePUCTUKOHN TOJTYYCHHBIX MOIYKTOB SBISETCS 00pa30BaHUE MIAPOBBIX BEEPOOOPA3HBIX CPOCTKOB
KPUCTAJUIMTOB WJIU CPOCTKOB B (opme mmIapoBbIX CEKTOpoB. llpu3HakoM HamOOJBIIETO
MHUKPOMOP(]OIOTHYECKOTO COBEPUICHCTBA ABISETCS OOpa3oBaHWE IMAPOBBIX M CEKTOPHAIBHBIX
CPOCTKOB JICHAPUTHON (POPMBI.
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