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OnpeaeneHue pacnpeaejeHus Mo pa3MepaM KpPUCTAJIIOB
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MHUKPOCKONUYECKUX U300pasKeHn i
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[enbro paboOTHI SIBIISETCS:

O3HaKOMIJIEHHE C MCTOJAOM CHUHTEC3a MCIIKOKPHCTAJUNIMICCKUX OKCHUI0B B O0- U

CBEPXKPUTHUYECKON BOJHOM CpeJIE.

Hcnonp3oBaHue BHGKTpOHHOﬁ MHUKPOCKOIINHN JJIsA OIIPCACIICHUA

pacupeaciiCHusl CHHTC3UPOBAHHBIX KPUCTAJJIOB 110 pasMEpaM.

OcBoeHMEe MeTOja MOATOTOBKM CHUHTE3UPOBAHHBIX IMOPOIIKOBBIX OOpasloB K
ChEMKE C TOMOIIbI CKAaHUPYIOIIETO JJIEKTPOHHOro Mukpockona (COM) wu
nonyyeHue Habopa COM ¢dororpadmii nans  ompeneneHus —pacrpenesieHus
KPUCTAJUIOB MO pa3mepaMm. AHaIHU3 3JIEKTPOHHO-MUKPOCKOMUYECKUX H300pakeHHM
METOJIOM JIMHEUHBIX OTPE3KOB U MTOCTPOCHUE KPUBOW PACTIPEACIEHUS KPUCTAIIIOB MO
pasmepaM. AHanu3 SKCIEPUMEHTAIBHOIO PACIpENeTIeHUs METOAOM JEKOHBOJIOLMU
JUISL BBIACJICHHUS XapaKTEPUCTUK JUCIIEPCHOTO COCTaBa IMOPOIIKA, COJEpPKAIINX

uHdopmaruio o npoiecce GOPMUPOBAHKST MUKPOKPUCTAILIOB.

I. TEOPETUYECKOE BBEJIEHHUE

Bo MHOrMX ciy4asx Npu pelIeHUMH TEXHUYECKHUX W HAy4YHBIX 3aJlad Ba)KHO
3HaTh pacCOpeesieHue M0 pa3MepaM YacTHI][ MOPOILIKOBOro Marepualna. Pa3Hble
METO/Ibl aHAIM3a pa3MepoB U (GOPMBbI YACTUI], OCHOBAHBI Ha (PU3UYECKUX MPUHITUTIAX,
B KOTOPBIX MCIOJB3YIOTCS pa3iauyHble cBoicTBa 4vactul [1]. Kaxnpii u3 HuX
MPUMEHUM B ONpPEACIEHHOM Juala3oHe pa3sMepoB yacTull. PazMmep yacTtuil mpu
WCIIOJB30BAaHUN Pa3]IMYHBIX METOJIOB HaXOAUTCA Omarojapss IpeoOpa3oBaHUIO
M3MEPEHHBIX XapaKTEPUCTUK TOTO WM WHOTO CBOMCTBA, HAaMpUMEpP, C TMOMOIIbIO
peuieHuss oOpaTHOM 3ajlaud pacCessHUsl CBeTa WJIM CKOPOCTH CEAMMEHTAllMM B
CHUCTEME YACTHL, TUCIIEPIrUPOBAHHBIX B JKUAKOW WJIM ra30BOM cpene. B aTux ciyvasx
pe3yabTaT COAEPXKUT pa3Mephbl, Kak OTAEIbHBIX YacTHIl, TaK W HUX arperaros.
KonuyecTBo arjmoMmepupoBaHHOrO MaTepuajia HaumOojiee BaXXHO B ClIydae
TeXHUYECKuX 3adad. JIJisi pemieHuss HaydHBIX 3ajad (OpMHUpPOBaAHUS Marepuasa

HEOOXOJAMMO HCHOJB30BATh METOJA MPSIMOTO0 U3MEpPEHUs pa3Mepa YacTHII.



HenocpencrBenHo HaOmM0aaTh pa3Mepsl U POPMY YACTHUIL TTO3BOJIIET MUKPOCKOIIHSL.
C moMmoIbi0 ONTHYECKOW MUKPOCKOIUU MOXKHO HM3MEPSTh pa3Mepbl 4acTull Oosee
0,5 wmxMm. CkaHupyromas B3JEKTPOHHAasT MHUKPOCKONHUS OXBaThIBAE€T JUAIa30H
pa3MepoOB YacCTULl OT COTEH HAHOMETPOB JI0 COTEH MHKPOH, MPOCBEUYMBAOIIAS
AIEKTPOHHAsE MUKPOCKOMHUS — OT €UHUIL O IECATKOB HAaHOMETPOB. Mcronp30Banue
MUKPOCKOIUU JJIS aHallu3a JUMCIIEPCHOCTH MaTepuasa IMUPOKO paclpoCTPaHEHO, HO
JIETANbHOE HCCJIEAOBAHUE OCJIOKHEHO TPYAOEMKOCTbIO H3MEpPEHUU, OTCYTCTBUEM
MOJIXO/IOB JUIsl OOBEKTUBHOIO ONpeleNeHuss 4Yucia (pakiuil MOIUAUCIIEPCHOTO

MOPOILIKA.

OCHOBHBIMM  MNPEUMYIIECTBAMH  CKAHUPYIOIIETO  (MJIW  PacTpOBOIO)
ANEKTPOHHOTO MHMKPOCKOIA SIBIISIFOTCSA: OTHOCHUTENIbHAS IMPOCTOTa MOATOTOBKH
oOpa3noB Uil aHaiau3a (110 CpPaBHEHUIO, HampuMep, C [POCBEUYMUBAIOIIEH
MUKPOCKOIIHEN), IKCIIPECCHOCTh (Majioe BpeMs, HE0OX0IMMOE OT MOMEHTA 3arpy3Ku
oOpa3lia B KaMmepy J0 TOJY4YEHHUS H300paKeHHus), a TakKe IIUPOKUU CIEKTP
aHAJIU3UPYEMbIX TBEPABIX TEN: OT METAIUIOB U MOJYNPOBOJAHUKOB, O AUAJIEKTPUKOB,
MOPOIIKOOOPAa3HbIX U OMOJOTHYECKUX 00BEKTOB. M3-3a 0UEHb Y3KOr0 31EKTPOHHOIO
Jy4da CKaHUPYIOLUH AIeKTPOHHBIN MUKpockon (COM) obiagaer 60b1110# Ti1yOUHON
PE3KOCTH, MPUMEPHO HA JIBA MOPSAJAKA BBIIIE, YEM Yy ONTUYECKOTO MHKPOCKOIA, YTO
MO3BOJISIET TMOJIy4aThb YETKME MHUKpodoTorpaduu € XapaKTepHbIM TPEXMEPHBIM
s dexTom st 00BEKTOB CO CIOKHBIM peibeoM, a TaKkKe YETKUE KOHTYPhI YaCTHII,

PaCIOJIOKEHHBIX HAa PA3HOM BBICOTE.

[IpyuHIUIT CKAHUPYIOWIEW DJIEKTPOHHOM MHMKPOCKONMM  3aKJIKOYAeTCS B
CKaHMPOBAaHUM YyYacTKa HCCIeAyeMoro oOpasiia y3KHM SJIEKTPOHHBIM IyYKOM U
JNETEKTUPOBAHMH BO3HMKAIOIIUX IIPU O3TOM CHUTHAIOB. [loilydeHHBIM CUTHaIOM
MOJIYJIUPYETCA CUHXPOHHAS pa3BEPTKA HA MOHUTOPE MHUKPOCKOIA TaK, YTO KAKIAOU
TOYKE (ITUKCETY) MOHUTOPA COOTBETCTBYET XapaKTEPUCTUKA CUTHAJA OT IMOJIOKEHUS
mydyka B TOYKE Ha MOBEPXHOCTH oOpasma. B pesynpraTe Ha skpaHe co3naércs

M300paKeHNE MMOBEPXHOCTH 0OBEKTA.

chpoﬁcmeo CKAHUPYIOuLe2co 3JieKmpoOHH020 MUKPOCKORa.

OcHOBa CKaHUPYIOIIETO JIEKTPOHHOTO MUKPOCKONA — 3JIEKTPOHHASI KOJIOHHA.
DnekTpoHHO-onThyeckass kojdoHHa COM (puc. 11.1) cocTOUT W3 BIEKTPOHHOI
MYIIKA, HECKOJBKUX JJEKTPOMATrHUTHBIX (POKYCUPYIONIUX JIUH3, OTKJIOHSIOIICH
cucTeMbl W HaOopa pguadparM. ODJIEKTpOHHAs TMyIIKa SBISETCS CTaOWJIbHBIM
MCTOYHUKOM  d3JIeKTpoHOB. CuctemMa JHMH3  CIYXUT 101  (HOPMHUPOBAHUS

0ocTpochOKYCUPOBAHHOTO AJIEKTPOHHOTO 30HAa cpeanux sHepruii (200 3B — 50 xaB)
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Ha MOBEpXHOCTU oOpasna. [Ipubop ocHallleH BakyyMHOM CHUCTEMOM, ILIIO30M MAJis
CMEHBbl 00pa3loB, a TakXke Jep)KareleM MPEAMETHOrO CTOJIMKAa C YCTPOMCTBOM

nepeMenieHus oopasia B TPeX HaIMpaBICHUSAX U BOKPYT HIEHTPAIbHOM OCH.

OTKIOHAIOIHE KaTVIIKH

06pa3e1% I

JetexTop

XeMa pasBEPTKH

T'enepatop pasBEPTKH

H3obpakerne

Puc. 11.1. llpunyunuanvras cxema COM [2].

[Ipn B3aMMOJIEWCTBHM 3JIEKTPOHOB ITydyKa C 0Opa3loM MPOUCXOIUT Psij
SABJICHUM: SMHUCCHUS BTOPHYHBIX, OTPAXEHHBIX M Oe 3JIEKTPOHOB, PEHTIC€HOBCKOE
U3JIy4EeHHE, TeHEePaLUsl 3JIEKTPOHHO-IBIPOYHBIX Nap U Jp. OCOOEHHOCTH MOTyYaeMbIX
CUTHAJIOB HAIIPSIMYKO 3aBHUCST OT CBOMCTB MCCJEAYEMBIX BEIIECTB (IIEPOXOBATOCTH
ITOBEPXHOCTH, OJJHOPOJHOCTh COCTaBa, TPOBOJAUMOCTD U JP.), YTO MO3BOJISIET U3y4aTh

HX JIOKAJIBHBIC XapPaAKTCPUCTHKHU.

Bropuunbie snektponsl (BD) o0pasyrorcss B pesynbTaTe BO30YXKACHUS
MEPBUYHBIM MYYKOM CJIa00 CBA3aHHBIX SJEKTPOHOB B TBEpAOM Tese. OHU UMEIOT
sHepruto Huwxke 50 3B u mMakcuMym KpUBOW paclpeneieHuss SHEPTUu B HECKOJIBKO
AJNIEKTPOHBOJBLT. brarogapst HEOOJBIIOW KUHETHYECKON JHEPTUU ITH DIICKTPOHBI
JIETKO OTKJIOHSAIOTCS HEOOJBIION pa3HOCThIO MOTEHIIMATIOB. DTO MO3BOJIAET COOPAThH
MaKCUMaJlbHO BO3MOXHO€ KOJMYECTBO DJIEKTPOHOB (CYIIECTBEHHO TOBBICUTH
3 PEKTUBHOCTh JETEKTOPOB) M MOJYYUTh BBICOKOKAYECTBEHHBIE H300PAKEHUS C
XOpOLIMM OTHOIIEHHWEM CUTHAJ/IIyM. BTOpHuYHBIE 53JE€KTPOHBI HUMEIOT MAalylo
rIIyOuHY BbIX0J1a U3 00BEMa obOpasma (5-50 am). KpoMe Toro kKomm4ecTBO BTOPUYHBIX
AJIEKTPOHOB 3aBUCUT OT yrila CTOJKHOBEHUS 3JEKTPOHHOIO My4YKa C MOBEPXHOCTHIO
oOpasua, To ectb or Ttonorpaduu. [lodTOMy CHrHam BTOPUYHBIX AJIEKTPOHOB

npuMmeHsiercs  ans  HaOmoneHus — Tomorpadguu  oOpasma € BBICOKHM
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OPOCTPAHCTBEHHBIM  pPAa3pelIEHUEM,  KOTOPOE  ONpPENENIeTCs  JIUAMETPOM
AIEKTPOHHOIO 30HAA W COCTABJISIET BEJIWYMHY 1-3 HM B CEpUMHO BBITYCKAEMbIX
COM. CnekTpanpHOE paclpenesieHue 10 SHEPrusaM, TPACKTOPUH, BEJIUYMHA BBIXO/A
U JIpyrd€ XapakTepucTuku BD  3HaUMTENBHO MEHSIOTCA NPU  HAJUYHH
AIIEKTPUYECKUX, MATHUTHBIX MOJIEH U TIOTEHIIMAIOB Ha o0pasiie. DTO onpeenseT psia

TpeOOBaHUM K TOATOTOBKE 00pasia i U3MEPEHUM.

YacTp NEpBUYHBIX DSJIEKTPOHOB IIy4YKa, MCHBITABIIMX PpPACCESHUE, MOXKET
BbUIETaTh U3 00paslia, TaKue 3JIEKTPOHBI HA3bIBAIOTCA OTPaKEHHBIMU. OTpakEHHBIE
aekTpoHbl (OD) BO3HUKAIOT NPH AKTax OJHOKPATHOI'O MAaJIOYIJIOBOTO YIIPYTOIo
paccesHuA. Mexay akTaMu YIPYroro pacCesHHsl SJIEKTPOHBI TEPSIOT SHEPTHUIO
BCJIEICTBHE OOJBILIOTO YUCIA HEYNPYruX B3aumozecTBuil. Takum oOpa3om, CEKTp
OO 3anumaer o6nacte oT 50 3B BIUIOTE 10 3HEPTUU 3JIEKTPOHOB MAAAIOIIETO MyYKa.
OTtHomieHne cymMmapHoro kojudectBa OO BO BCeM CHEKTPajIbHOM JAMAINA30HE I10
SHEPrUsM K MOJHOMY YHMCIYy NAJaroluX Ha oOpasel AJIEKTPOHOB XapaKTepU3yeTcs
ko3 urmentom O3. CuiibHasi 3aBUCUMOCTh Kod(pduuuenta OD oT yria najaeHus
30HJa MPUBOJAMT, TakXkKe Kak M B ciaydae BD, k oOpasoBanuio TOnorpapuiyeckoro
koHTpacTta. Kpome toro, B pexume OD umeercs BO3MOXKHOCTb HaONIIOACHUSA
KOHTpPACTa, CBSI3aHHOTO C M3MEHEHHEM CPEJIHEr0 aTOMHOIO HOMeEpa IO IJIOLIaax
oOpa3ua (Tak Ha3bIBAEMOro Z- KOHTpAcTa), KOTOPbI OOYCIOBJIEH pa3IU4YheM
ko3 dunrentoB OD s pasHeIX MarepuaioB. ['nmybuHa Beixoga OD 3aBUCUT OT
SHEPruM MAJAIoLIero My4Yka M B JIECATKU pa3 MIpeBbIIIaeT INyOuHy BbIxojga BO.
IToaTomy paspemarorias ciocooHocT POM B pexxume OO CyIIECTBEHHO HIKE, YeM

B pexume BO.

Iloozomoeka oopaszuoe.

[Topolllku 1 HAHOYACTHUIBI HAHOCSTCS HA 3€PKaJIbHOTIO KaueCTBA MOBEPXHOCTH
(cTexio, TUIACTHK, CIIOAa W JAp.) B BHUAE B3BECH B BOJIE WIM OPraHUYECKOM
pactBoputene. [lociie BbIChIXaHUS XUAKOCTH OOpasel] MOXKET ObITh MCIOJIb30BaH B
Mukpockornie. Ilopomku ¢ 0osiee KpymHbBIMH YacTHI[AMU MOTYT HAaHOCHUTBCS Ha
MPOBOASIININ YIJIEPOIHBIA CKOTY WM MOJOCKY CIEIUAIbHOTO JIaKa, HAHECEHHYIO Ha

NPEAMETHBIN CTOJIHK.

Onaum u3 (HaKTOpOB, MPUBOMAAIIMX K HCKAKEHUIO N300pa)KEHUs, SBIACTCS
HAKOIUICHHE DJICKTPUUYECKOTO 3apsga B TMPOIECCe CKAaHUPOBAHHUS TMOBEPXHOCTU
obpasna. IlpoBomsmue (MeTamMdyeckue) o0Opas3ibl OOBIYHO HE  TpeOyroT
CHEIUAIBbHON MOJTOTOBKH, U MOTYT OBITH HEMOCPEJICTBEHHO MOMEIICHBI B Kamepy

Mukpockorna. [IpobieMa HaKOTUICHHS 3aps/ia pemaeTcs: Ojarofgapsi CTEKaHUIO 3apsiia
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Ha 3a3eMJIEHHBIA CTOJIMK. B cilydae HenmpoBoAsIIero (IAM3NIEKTpUYECKOro) odpasua
IPOUCXOANT HAKOIUIEHUE OTPULATENIBHOTO 3apsja B MPUIIOBEPXHOCTHOM 0O0IaCTH.
OTO NPHUBOIUT K JIOKAIBHOMY HW3MEHEHHUIO BBIXOJA BTOPUYHBIX DSJIEKTPOHOB H
OTKJIOHEHHIO NMEPBUYHOIO My4YKa OT MEpBOHAYAIbHOU TpaekTopuu. CylecTBYET TpH
OCHOBHBIX CIIOCO0Aa YCTpPaHEHHs BIMSHHA HAKOIUICHHOIO 3apsja: 1oxdop
YCKOPSIIOILErO HAIpPSHKEHUsI, HAHECEHUE MPOBOJAIIETO MOKPHITUS U HMCIIOJIb30BaHHE
HU3KOro BakyyMa. [Ipm H3MEHEHMM YCKOPSIOLIETO HANpPSDKEHUS MPOMCXOIUT
M3MEHEHUE KOJIMYECTBA BTOPUYHBIX U OTPAXKEHHBIX AIEKTPOHOB. [Ipu 3TOM MOXKHO
oto0paTh YCJIOBHS, IPU KOTOPBIX YHCIO BBUICTAIOIMX W3 00pasla 3JIEKTPOHOB
(BTOpPUYHBIX U OTPaKEHHBIX) OYZET PaBHO YMCIY 3JIEKTPOHOB ITyYKa, NOMAJAFOIINX
Ha oOpasell, U JIEKTPUUECKUN 3apsijl HaKaruBaTecs He Oyner. Hakomnenus 3apsana
Ha oOpa3le MOKHO M30eXaTh NMpu padoTe MPU HUZKUX YCKOPSIOLIUX HAMpSKEHHUIX

(nopsinka 1 xB).

HenpoBopsiue o0pa3ipl OOBIYHO TMOABEPraloTCs HAIMbUICHUIO TOHKOTO
MPOBOJIALLEIO CJIOSI NIl CHATHA 3apsiia U SKPAaHUPOBAHUS MAJAIOLIEro IMydkKa OT
HAKOILJIECHHOTO B 00bEMe MaTepuania 3apsiia. TodmuHa TOKPHITUS JOJDKHA OBITh
CYLIECTBEHHO MEHBLIE, YeM pa3Mep JAeraieil oOpasiia, KOTOpblEe NpeanoJiaraercs
u3ydaTh. [ MpoBOAAIIMX MOKPBITUI Yallle BCETO MUCIOJB3YIOT YIIIEPOI, 30J0TO WIH
CIUIaB 30J10Ta ¢ najutagueM. llepBblii MOJE3€H AJisi PEHTI€HOBCKOIO MHKPOAHAIU3A.
Hanpuienwe 3o070Ta  WiIKM  CIJlaBa HA €ro  OCHOBE IO3BOJISIET  MOJIyYaTh
MuKpodoTorpadpun ¢ GONBIIMM YBEIMYCHHEM M KOHTPAcToM (OOBIMHO 6e3
cOOCTBEHHOW BU3yanu3auuun). Eciu HEeBO3MOKHO HalbUICHHUE IJICHKU Ha oOpasel, TO
B COM c nepemMeHHBIM BaKyyMOM BO3MOXKHO CHSITHE 3apsia ¢ oOpasla MOHAMHU
BBOJIMMBIX B KaMepy razoB (OOBIYHO BOJSHBIE Hapbl WM a3o0T). Mcmosiab3oBaHue
HU3KOrO0 Bakyyma (HamyCK HEOOJIBIIOrO KOJWYECTBA ra3a B Kamepy MHUKPOCKOTA)
MPUBOJAUT K KOMIICHCAIIMM OTPHUIIATETILHOTO 3apsiia oOpasiia MOJIOKUTEIbHBIM
3aps0M HOHOB Ta3a, 00pa3yloIIMXCs IPU BO3JAEHCTBUHU 3JEKTPOHHOTO IydkKa Ha
MOJIEKYJbl Ta3a B KaMepe. DTOT METOJ TpeOyeT HCIOIb30BaHUS JOMOJHUTEIbHBIX
YCTPOMCTB, MO3BOJISIONIMX KOHTPOJIMPYEMO HAIyCKaTh Ta3 (Kak MpaBHIIO, a30T) B
KaMepy MHKPOCKOMa, HE HaHOCA yiepba BaKyyMHOM CHCTEME W DJIEMEHTaM

3JICKTPOHHOM OINTHUKH.

Cunmes MEJAKOKpucmaiiuidecKkozo oKcuoa.

OI[HI/IM N3 MCTOJOB IMOJYUYCHUA IMMOPOHIKA MUKPOKPHUCTAIIIOB ABJIACTCA CHUHTC3

MPOCTBIX U CJIOXKHBIX OKCUIOB B JI0- U CBEPXKPUTHUECKOU BOAHOMU cpene. IIpouece



IMPOBOAUTCA IIpHU O6pa6OTKC p€arcHToB B ISpMETUYHO 3aKPbBITOM MCTANIMYCCKOM

cocyjie, 3aloJIHEHHOM BOJI0# (aBTOKIaBe, puc. 11.2).

[Ipu HarpeBaHUM aBTOKJIaBa BOJA UCHAPSIETCS U CO3AAET B 3aMKHYTOM 00bEMeE
MOBBINICHHOE JaBicHUEe. B obmacTu AokpuTHUECKHX Temrepatyp, Huxe 374°C,
JaBJICHUE TPU HEOOJBIIIOM KOJMYECTBE BOJBI B aBTOKJIABE COOTBETCTBYET
pPaBHOBECHBIM 3HaueHUsM. KoiaudecTBO BOJIbI B aBTOKJIABE XapaKTepU3yeTCS

Kod(ppumeHToM 3aronHeHus (Y) CBOOOTHOTO MPOCTPAHCTRA.

—pobka CBO6OI[HO€ IMPOCTPAHCTBO ABTOKJIaBa

 Haxsmas rafixa OCTa€Tcs B 3aKPBITOM OOBEME 3a BBIYETOM

; o 00BEMOB TOJCTaBKU, KOHTEHHEpa C KPBIIIKON U
Mennas npoknanka
peakimonHoit cmecu (puc. 11.2). Ouenurth
KOPIT.\'C dBTOKIaBsa .
CBOOOJHBIN 00BEM MOXKHO IO BECY BOJIbI, 3aJIUTOM
s ey B 3arpy>KEHHBIN aBTOKJIAB JIOBEPXY U OCTAIOLIECHCS
|~ Koureiiuep II0CJI€ BBIJABJIMBAHUS JIUIIIHEW BOJBI npo61<01?1.
j - Peaxunomms cuecs OtHorreHre 00BEMA BOJBI, COACpIKAIEicS B
= Honcranka aBTOKJIAaBE B XOJI¢ MPEBpAIICHHs], K CBOOOTHOMY
Boaa 00BEMY  aBTOKJIAaBa, PaBHO KO3PPULIUEHTY
3aI0JHEHUS.

Havanpnbiii  koddduiment 3anosHeHus

Puc. 11.2. Cxema asmoxnasa.  (mpu kOMHATHON TeMIIEpaType) aBTOK/IABA BOIOM
IpU HArpeBaHWU MOCTOSHHOIO KOJUYECTBA BOJbI

U3MeHsieTCsl (MEHSIeTCS YpPOBEHb BOJbI) 3a CUET JABYX MPOLECCOB: HCHApEHUS U
tepmuueckoro pacmupenus [3]. Ilpu temmeparypax okono 300°C o0bEM BOABI B
aBTOKJIaBE TPH 3HAYCHHUSIX HaydaiabHOro kKoddduimenrta 3amnonHeHuss meHee 0,32
JOCTUTaeT MaKCMMyMa, a 3aT€M YMEHbIIaeTCa U3-3a Npeodaaaanus ucnapeHus. Tax,
npy HadasibHOM K03 ¢uuuente 3anoaHenus 0,3 u HarpeBanuu 10 368°C Bcs Boga
HcmapseTcs: U BeCh 00bEM aBTOKJIaBa 3aHUMAET Map ¢ MI0THOCTHIO 0,3. BakHO 3HATH,
YTO MIPH ITUX TEMIEpaTypax W Ha4aJIbHOM KOX(h(OUIIMEHTE 3aroHEHUs aBTOKJIaBa
6oxee 0,33 mpeobiagatoniee BIMSHUE HA TPAHUILY MEXIY TapOM U BOJOW OKa3bIBaeT
Tepmuyeckoe pacimpenue. [Ipu HauansHOM KO3 (dUIIMEHTE 3aN0JIHEHNS aBTOKIJIaBa
0,8 3Ta rpaHuLa NOBBIIAETCS ¢ PocTOM Temmneparypsl U npu 200°C ucuesaer, T.K.
ucye3aeT map, BOJA 3alojiHSIET BCE CBOOOAHOE MPOCTPAHCTBO, M JIaBJICHUE B
aBTOKJIAaBE PE3KO yBenuuuBaeTcs. JlabopaTopHble aBTOKJIaBbl HE pPacCUUTaHbl Ha
paboty B Takux ycinoBusax. KoadduimeHT 3amoHeHns aBTOKJIaBa BOJOW HE JODKEH

JOCTHUI'aTh JOTHUX BCIWYHUH. OOblyHO B 9KCIICPUMCHTAX II0 IPECBpalliICHUAM B
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TEPMOMAPOBLIX  YCIOBUAX KOIPPUIMEHT 3aloJIHEHHUsS] aBTOKJIaBa BOJAOW He
npesbimaet 0,2 — 0,24, I'panunia Mexay BOJOW M TIApOM COXPaHSIETCA 10
Kputudeckon temmeparypsl 374°C tonbko npu koddduimente 3anonnenus 0,326.
[Ipu npeBbllieHNU KpUTHYECKOW Temneparypsl 374°C rpaHuiia ucye3aer u BCS BOJa
MEPEXOAUT B COCTOSIHUE CBEpPXKpUTHUECKOoro ¢uronna. Takum oOpazoMm, npu
kordduIeHTax 3amojHEeHus aBTOKJIaBa kak Bbime 0,326, Tak U HUXKE, cpela B
aBTOKJIaBE  CTAaHOBUTCSA oJaHOGa3HOW emé [0 JOCTIKEHHS  KPUTHYECKOU
TeMriepaTypbl. Ecnu Boja mpu 3arpy3ke aBTOKJIaBa Oblila 3ajiuTa BHE BKJIaJbIIIa
(y<0,3), To peakm@oOHHas CMECh BO BKJIAJBIIIC B MpOIECCE HArpeBa aBTOKIABa
CHayvaja HaxoJuTcs B aTMoc(epe BOIASHOrO mapa, a 3aTeM BoaHoro durouaa. Ilpu
koa(urmenTe 3amonaeHus aprokiana 0,2 u temneparype 400°C naBieHre BOIHOTO

¢dbmronnaa cocrasisier 27 Mlla.

OcobeHHOCTh  mpolecca 3aKirodaercs B TBEPIOPA3HOM  MEXaHU3ME
npeBpaileHus. B BogHON cpelie mpy MOBBIMIEHHBIX TEMIIEpAaTypax B3aUMOICHCTBHE
MOJIEKYJI BOJABI C MOBEPXHOCTHIO OKCHAA MPUBOAUT K TUAPOKCHIMPOBAHUIO €O
CTpYKTypbl. B oOnactu TemmnepaTyp, OJU3KUX K TEPMHUUYECKOW HEYCTOWUYHUBOCTH
COOTBETCTBYIOIIETO TUAPOKCHIA, Hapsay ¢ 0Opa30BaHUEM THMIAPOKCHIIBHBIX TPYIIII
IPOUCXOAUT OOPATHBIN MPOLECC — NETUAPOKCUIIMPOBAHUE CTPYKTYphl. B pesynbrare
IIpU JOCTATOYHOM [IaBJICHUM TNApOB BOJbl YCTAHABIMBACTCS KBa3HUPABHOBECHE
YaCTUYHO TUJPOKCHUIMPOBAHHOM CTPYKTYpbl C MapamMu BoJbl. B 3TuX ycnoBHsX
COBEPILAIOTCS MHOTOYHCIIEHHBIE aKThl 00pa3oBaHus U pa3pbiBa cBsizeit Me — O:

0O-Me-O-Me + H,0 < HO-Me-OH + -Me-O

CocrostHue TBEPOM (ha3bl OKa3bIBAECTCS aHAJIOTUYHBIM COCTOSIHUIO CTPYKTYPHI
OKCHJA TpH TeMmIepaTypax OJM3KUX K Temmneparype TammaHa, Mpu KOTOPOH
Oylaroiapsi TEpMUYECKH aKTMBHPOBAHHBIM IpoOliecCaM pa3pbiBa U BOCCTAHOBIICHUS
cBsizet Me-O mosiBisieTcsl MOJABUKHOCTh CTPYKTYpbI, HaOJMIOJAIOTCS MPOLECCHI
cnekanust u o0bémHON auddy3un. Temmeparypa Tammana B COOTBETCTBHM C
smnupudeckoit popmynoit cocrasnsier 0,5T mumaBnenus, BEIpAXKEHHONW B rpajycax
KenpBuna [4]. Hampumep 1ma okcuga amomMuHuss oHa paBHa  890°C
[0,5(2053°C+273) = (890°C+273)]. bnarogapsi mosiBICHUIO TEPMOAKTUBUPOBAHHOM
MOJABM)KHOCTA MeTacTaOmiIbHbIe (OPMBI OKCHIIa ATIOMUHUS TPU TeMIepaTypax
okosio 1200°C mpespamaiorcst B ctabuibhyio dopmy — a-Al,O3. B cpaBHenun ¢
3THM 00pa30BaHUE XOPOINO OrpaHEHHBIX MHUKPOKpUCTALIOB o-Al,O3 (kopyHa)
MIPOUCXOUT TP AaBieHun BojgHOTO (ionaa 27 Mlla u 400°C ¢ npomMexxyTOYHBIM

oOpaszoBanneMm okcuruapokcuma amomuaus AIOOH, Gemuta [5]. 3HaumTenbpHOE
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HOHIKEHUE TeMieparypbl oOpaszoBanus o-Al,O; 00yciaoBiieHO TeM, YTO IS
paspeiBa cBsizeli Me-O TpeOyroTcsi BBICOKHE TeMIEepaTypbl, a Oosiee ciiabasi CBSI3b
Me-OH pa3pbiBaercs npu HU3KOU Temmeparype. B KBa3upaBHOBECHBIX YCIOBUSIX B
3aBUCUMOCTH OT COOTHOIICHHSI CKOPOCTEH TMPOIECCOB MOXET MPOUCXOAUTH Kak
HaKOIJICHUE THUIPOKCWIBHBIX TPYyMN, TaKk W WX YObUIb. JleTHIpOKCHINPOBAHHE
OemuTa Ha BO3Ayxe (B OTCYTCTBHE KBaszupaBHOBecus) mpoucxomut mpu 350°C ¢
oOpa3oBaHreM cjab0 YMOPAJOUYEHHOTO METACTaOMIBHOTO OKCHIA aJIFOMHUHUA.
[ToBpimienne  gaBieHuss BogHoro ¢dumouma g0 27 Mlla npuBoauT K
KBa3WpaBHOBECHOMY JerujapokcunupoBanuto o6emuta npu 400°C u mMosSBIECHUIO
TBEpAOGA3HONW  MOJABWIKHOCTH, Oyaromaps KOTOpol  (opmupyercs XOporo
YIOpPSIIOYEHHAsT  CTPYKTypa TepMoAuHamuvecku cradbmimpHOro o-Al,O;  [5].
JleruapokcunupoBanie ¢ o0Opa3oBaHMEM  MOJIEKYJ BOJBI  CONPOBOXIAETCS
oOpa3oBaHneM Je(hEKTOB TaKHMX, KaK KHUCIOPOIHAS BAKAHCHS M HEMOCTUKOBBIA aTOM
kuciopona. TeépmodaszHas MNOABMKHOCTh pa3BUBAECTCS HAa (POHE MOBBIIIEHHOTO
nedekToobpa3oBaHus, T.€. pa3HOOOPA3HBIX JIOKATBHBIX KOOPAMHAIMN C pa3TuYHbIM
BpeMeHEeM JKM3HU. B mepemeHHOM pa3HOOOpa3uM JIOKAJIBbHBIX KOOpJWHAIUN
MOSIBIISIETCS  BO3MOXKHOCTH COBEPIICHCTBOBAHUSI CTPYKTYpbl 3a cu€T otOopa u
HAKOIUJICHUSI MO3HMIMKA C OOJbIIEH PHEpruell CBsI3U U OONBIIMM BPEMEHEM KU3HH.
OTOT mpolecc SBISIETCS MEXaHU3MOM CMEIEHUS CHUCTEMbl B HAlpaBlIEHUU
MOBBIIMICHUS] TEPMOJUHAMUYECKON cTabmibHOCTH. [lpucyTcTBHE MHKPOI0OaBKU
HEKOTOPBIX BEIECTB, BIUSIOMUX HA JeheKTo00pa3oBaHue, CIIOCOOCTBYET PA3BUTHUIO
MOABMKHOCTH. Takue BeIecTBa aKTUBHUPYIOT MOIABMIKHOCTh W, KakK CIICICTBHE,

MMPEBPAIICHUC U HA3bIBAOTCA AKTUBATOPAMMU.

[Ipy BHeEceHMM B pPEAKUUOHHYIO CpeAy C OKCHUTHAPOKCHIOM aJOMUHUS
ApYyroro OKcuja, HampuMep OKCUIa IUHKa, yHopsaodeHue npu TBEpAoda3HOH
MOJIBUYKHOCTH MPHUBOJIUT K OOpPa30BaHUIO CIIOKHOTO OKCHJAa — aJlOMUHATa IMHKA.
ZnAl,Q,4, ranut, hopMupyeTcs B BUJE MOPOIIKa MUKPOKPUCTAIUIOB, pa3Mep u hopma
KOTOPBIX OMNPENENSAI0TCS MPOLECCAMH 3apOAbIIC00pa30BaHUS U POCTa KPHUCTAILIIOB,
3aBUCSIIMX OT YCIOBHM cuHTe3a [6, 7]. AHQJIOTMYHO TPOTEKAET MPOIECC
B3aMMOJICHCTBHUSl OKCUTHAPOKCHAA TaJUIMs (XMMHYECKOrO aHajlora ajdloMUHHS) C

OKCHIOM IIKMHKA.

Ha puc. 11.3 mokazana Mop(}ojorusi UCXOIHBIX PEareHTOB, OKCHUJIa IUHKA U
OKCUTHJIPOKCH/JIA TAJIIUS, a TAKXKE rajuiaTta IMHKa - MPOAYyKTa 00pabOTKU UX CMECH B
BOJTHOM pacTBope aMMmuaka (25%) rpu cTyneH4aToOM MOBBIIIEHUU TeMnepaTypsl 270-

320-400°C. Pacmpenmenenue Mo pa3MepaM KPUCTAUIOB TrajulaTa IIMHKA, TaKXKe
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npuBeAEHHOE Ha pPUCYHKE, paccuutaHo mno 730 kpucramam. ANmpoKcHUMaIus
HKCIIEPUMEHTAJIbHBIX TOYEK BBIMOJHEHA JIOTHOPMAJIBHOM (YHKIMEH, KOoTopas

3a1a€TCs TIIOTHOCTHIO BeposTHOCTH (1) Buia
y = y0 + A/(sqrt(2*Pl)*w*x)*exp(-(In(x/xc)) 2/ (2*wW"2)) (11.1)
3nece A — mapaMeTp, NPOMOPUUOHAIBHBIA YHCIY YacTUL, XC — CPEIHUMI
pasmMep, W — IMHUpHUHA paCIpCaACICHU. Ananus IMOKAa3bIBACT, YTO PACIPCACIICHUC Ha

puc. 1 coctoutr W3 IByX Moayne (2), KOTOPbIM MPHUIUCHIBAETCS CMBICI JBYX

bpaxiuii co CBOMM HAOOPOM XapaKTEPUCTHK.
y = P1 + P2/(sqrt(2*P1)*P6*x)*exp(-(In(x/P4))"2/(2*P6"2)) +
P3/(sqrt(2*P1)*P7*x)*exp(-(In(x/P5))"2/(2*P7"2)), (11.2)
rae Y0 - P1=0
A - P2, P3 — mapameTpsbl, MpONOpIHOHAIBHBIE YUCITY KPUCTAIUIOB ABYX (paKIIHii;
XC - P4, P5 — cpenHue pa3Mepbl KpUCTAIJIOB JIBYX (pakinii;

W - P6, P/ — mmpuHBI pacmpeneiieHui, OTpakarollre OJHOPOJIHOCTh YCIOBHIA

(hopMUpOBaHUS KPUCTAJIIOB.

Oobcysicoenue pe3yiomamos.

TemmnepaTypsl pa3iioXKeHUs Pa3HbBIX MOAUQPUKALMNA TUIPOKCHAA IMHKA HE
npespimaroT 300°C [8], Ttemmeparypa pasnoxenus GaOOH oxono 550°C [9].
CrnenoBatesibHO, B YCIOBUSIX CUHTE3a OOJBINYI0 MOABUKHOCTD HYXKHO OXHUAATh IJIsI
OKcHJa IWHKA. Tak W MpOMCXOMUT B ciiydae cuHTe3a ranuta u3 ZnO u AIOOH B
aHajoru4HbIX ycioBusx [6]. Monbl nmHka nud@yHIupyroT B MaTpulily Oemuta u
00pa3oBaBIIMECS KPUCTAIIBI COXPAHSIOT (OpMY UCXOJHBIX arperatoB oemuta. [lpu
ATOM pa3Mep KPUCTANIOB FTAHUTA KOPPETUPYET C TUCIEPCHOCTHIO yacTull oemura [7].
IIpu cuHTe3e ramnarta nuHka okcuruapokcu ramusa, GaOOH (xumudeckuit ananior
AIOOH), He arperupoBaH U OTCYTCTBYET arperamusi KpUCTa/UIOB MPOAYKTa.
CormocraBierue pasmepa, Tounee o0béma, kpuctamioB GaOOH u okcuma muHKa ¢
00BEMOM CHHTE3MPOBAHHBIX KPUCTAJUIOB IO3BOJIACT MPEIAINON0XKHUTh, YTO BTOpasd,
6osiee kpynHas (paxius kpuctawioB ZnGa,0,4, 00pa3zyeTcs Ha OCHOBE OJTHOPOIHBIX
no ¢opMe U OMM3KUX TO pasmepy wuroipyareix KpuctawoB GaOOH. Ouu
BBICTYNIAIOT B POJIM MaTpullbl, AU(@dy3usi MOHOB IMHKA B KOTOPYIO MPUBOIUT K

3apoApIie00pa3oBaHuio U (OPMHUPOBAHUIO KPUCTAIIJIOB rajuiara.



ObpabdoTka

IIpu 3x T°C:

CMeCH é ZnGa204 , raniar uMHKA
Zn0 + Ga0OOH 270,320 u 400 0.16-
] Model: beemodal
& 0.14 4 Chi"2/Dol = 0.00002
) RMA2 = 0.9N87
’ﬂa_DH= OKCHI THOPOKCHI ;a-mm---a""'* § 0,12 -
i f 2 0.104 P2 0.07494 40.00342
be v huiz | P3 002719 40.00203
.z P4 0.81672 4001888

] 118441 +0.00514
i 042156 40,01584
P7 0.08673 +0.00526

S 0,084
0.06

0.04 -

IlnoTHOCTL BE

0,024

0.00

T

0.0 0.5 1.0 1.5 2.0 25 3.0

Pazmep KpHCTALIOB, MKM

Puc. 11.3. Mopgonozus ucxoounvix peacenmos, ZnO u GaOOH, u npooykma
(ZnGa,04) obpabomku cmecu peazenmos 6 600HOM PACMEOPE AMMUAKA.
Pacnpeodenenue no pazmepam kpucmanios nokazamo 0isi CUHME3UPOSAHHO20

2aniama yuHka no pesyiomamam noocuéma 730 kpucmannos.

OnHako MOPQOJIOTHS KPHUCTALIOB MPOJAYKTA OTIMYAETCS OT MOP(OJIOTHH
HCXOIHBIX BemecTB. [lepeorpanka UrobyaThlX YacTUIl B U30METPUIHBIC KPUCTAJITBI
rajylata [MHKa CBUACTEILCTBYET O JOCTAaTOYHO BBICOKOH  IOJBHIKHOCTH
BO3HUKAWOMIEH CTPYKTypbl. CpaBHUTENBHO Y3Kas IIHpPUHA pACIpeAeTeHUs TI0
pa3MepaM KpUCTAIJIOB 3TOW (PpaKIMK, OYEBUAHO, SIBISACTCS CICACTBHEM OBICTPOTO H
PaBHOMEPHOTO HACHIIIECHUS MAaTPHIIBI HOHAMHU IIUHKA, YTO OIMpEAesieT OJHOPOIHBIC
ycioBusi GOpPMHUPOBAHUS KpUCTAIIIOB. KpucTammel rajmiata mnepBoil, Oojee MenKoi
bpakuuu ¢ 6onee MMPOKUM pacTpeeieHHEM 0 pa3Mepam, o0pasyroTcst 3a Cuér
CPaBHHUTEIFHO MEIJICHHOTO HACHIIICHUs YacTHUI] OKCHAA IIMHKA MOHAMH TaJUIHs U

3aMEJIJICHHBIX TPOIIECCOB 3apOJbIeoOpa3oBaHUsl UM POCTa KPHUCTAJUIOB TrajaTa.
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Takum o0pa3oM, Hamuyue JaBYX Gpakiuid B paclpeleeHHd TI0 pa3Mepam
CBUACTENHCTBYET O JBYX MapuipyTax MeXaHusMma (popMHpOBaHUS KPUCTAIIOB.
Hcnonb3yst mapaMeTphbl pacipe/IeIeHHus 10 pa3MepaM, MOXKHO CPaBHUTh CyMMAapHBIC
00BEMBI ABYX (paximii mpoaykra. VoIV, = (d,°xny)/(d.3xny) = [(P5)*/(P4)*]x[P3/P2].
[Tocne TOMCTAaHOBKHM YHCICHHBIX 3HAYEHUH IMOyYaeTCs BEIWYMHA OTHOIICHUS
00bEéMOB (pakumii paBHas 1,1. PaBeHCTBO 00BEMOB BeliecTBa B JABYX (Ppakimsx
KPUCTAJUIOB O3HAYaeT PAaBHBIA BKJIAJ 00EUX HCXOIHBIX MaTpPHUIl B (OPMUPOBAHUHU
MacCHBa KPUCTAJJIOB MPOJYKTa B JAaHHBIX YCJIOBHSIX dKCIEpUMeHTa. BepositHO, 3TO
oOycmoBmeHo  Omu3ko  TBEpAOGA3HOW  TONBIKHOCTBIO  ATUX  MAaTPHII

aKTHBHpOBaHHOﬁ B CPCAC HACBIIICHHOT'O BOJAHOI'O PpaCTBOpPAa aMMHUaAKa.

1. BOITPOCHI JJIs1 HOAT'OTOBKHU K PABOTE

YeMm oTimyaeTcs g0- U CBCPXKPUTHYICCKOC COCTOSHHC BOJHOM CpCIILI?

YCTPOﬁCTBO aBTokjaBa. CTemneHb 3aIlOJHCHUS CBO60,Z[HOFO IMPOCTPAaHCTBA

ABTOKJIaBa N JaBJICHHUEC B aBTOKJIABC.

Ecnn B IMponccce CHUHTC3a  MCIKOKPUCTAIINYCCKOIO nopomka Hu3
BBaHMOﬂeﬁCTBYIOHlHX KOMIIOHCHTOB pCaKHHOHHOﬁ CMCECH BBIACIISICTCA BOJA, HYKHO
JIU YYUTBIBATb €€ KOJIHMYECTBO IIpu pacqéTe 3aII0OJTHCHU A CBO60,Z[HOFO IIPOCTPaHCTBA

aBTOKJIaBa?

[Ipn Kakux YCJIOBHSIX C POCTOM TEMIEPATypbl BOJHAs Cpela B aBTOKJIABE

CTaHOBUTCS OTHO(a3HOU?
Temneparypa Tammana u TBEpAO(Da3Has OABUKHOCTb.
UeM 0TIMYAOTCSl paBHOBECHBIN U KBa3UPABHOBECHBIN MPOLECCHI?

Kakue sBIeHMS NTPOUCXOAAT NPU B3aUMOACUCTBUU TMAJAIOMIETO ITy4YKa

3JIEKTPOHOB C TBEPABIM TEIOM?
Yem OTIIMYAOTCA BTOPUYHBIE DJIEKTPOHBI OT OTPAKEHHBIX ?
B ueMm pazHunia n300pakeHuii moay4eHHbIX B pexxumax BO u 09?

[ToueMy  MakCUMallbHOE€  pa3pelieHue  BJIEKTPOHHOIO  MHUKpPOCKOMa

orpanuuuBaetcs ~ 1 HM?

YTo mo3BOJISIET IMoJIy4aTb 4yETKUE I/1306pa)KeHI/I$I JacTul, pacCIiOJOXCHHBIX Ha

pa3HOM BBICOTE, U OOBEKTOB CO CIOKHBIM penbedom?

JlorHopManbHas PyHKIIUS pactpeaesieHUs CIIy4ailHON BEJIMUYUHBI U TJIOTHOCTh

BeposTHOCTU. [IapaMeTpbl TOTHOPMATBHOTO paCIpPEACICHHUS.
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CpenHuii pazMep 4acTull, ONpeAeIEHHBIN TT0 BCEM MOJICUUTAHHBIM YacTHIIAM U
KaK TlapaMeTp pachpeiesieHus, HE COBNAJAI0T Jaxe IPU  OJHOMOIYJIHHOM

pacnpeneneHud. B uém npuurHa pacxoxaeHus?

1. 3JKCHHEPUMEHTAJIBHAS YACTb
1. Annmaparypa

CuHTE3 MEJIKOKPHUCTAUIMYECKOTO IMOPOIIKA BBIMOJIHSACTCS B JIaOOpaTOPHOM
aBTokiaBe (puc. 11.2). ABTOKJIaB TPEICTaBIICT COOOW COCyA W3 HEpKaBeOIIeh
ctai 00bEMOM 15-19 M ¢ mpoOkoW M HaKUIHOM TaWKOW, KOTOpas MO3BOJIAET
TEpMETU3NPOBATH 3aMOJIHEHHBIN COCY/l. B aBTOKIIaB moMeniaercsi CHavajia moJaCTaBKa
(B BUJIE KOPOTKOU TPYOKH), 3aT€M KOHTEHHEP C PEaKIMOHHON CMEChIO U KPBIIIKOM Ha
CBOOOJHOM Tocajgke. MarepuaioM KOHTEHHEpa B 3aBUCHUMOCTH OT YCIIOBHM
MPEBPALICHUAS] MOXET CIIYXKWUTh HEpXKaBEIIlas CTajlb, IUIATUHA, APYTME METaJlIbl,
Kepamuka uind TedsaoH. Boma umum BOAHBIN pacTBOp B 3aBUCUMOCTH OT 3aJadd
3QIMBACTCS BHYTPb KOHTEWHEpA WJIM BHE KOHTEHMHEpa, Ha JHO AaBTOKJIABA.
I'epmeTrusnpoBaHHblid aBTOKJIAB nomeriaercs B neub CHOJI, TemMnepaTypa KOTOpoOi

MIPOTPaMMHO YIIPABIIETCS ¢ TOMOIIbIO peryisatopa Tepmonar — 17ES.

[Tpu BBIOpaHHBIX YCIIOBHUSX - TEMIIEpaTypbl HarpeBa W JaBJICHUH - aBTOKIIAB
BBIIEpKUBAETCs 3aaHHOe Bpemsl. [locie 3aBepiieHust mporpaMMbl HarpeBa aBTOKIIAB
oXJIaXaaercs Oyiaroyapsi MOrpyKeHUI0 HIDKHEW 4yacTu (AHa) B BOAY Ha riiyOunHy 1-
2 cM. Tlap BozibI KOHJIEHCHPYETCS Ha JTHE aBTOKJIaBa, a MPOIYKT 00pabOTKU OCTaércs
BO BKimagpime cyxuM. [lomydeHHbIi o00pasen BbICHIIAETCd M3 BKJIAJbIIa U
uccienyercs (QU3MKO-XMMHUECKUMU MeTtofamu. [l wu3ydeHus pasmepa U
MOP(OJIOTUH KPUCTALIOB B pabdOTe€ HCMOIb3YETCS CKAaHUPYIOIIUNA SJIEKTPOHHBIN
mukpockon JSM-6380LA.

2. IIpoBenenne IKCepUMEHTA

CHHTe3 MeJIKOKPHCTANIMYECKOro oopa3ua.

B 3aBucMMOCTH OT TpEANOYTEHUN MOXKET OBITh BBHIOPAH CHHTE3 CIJIOKHOTO
OKCHJIa, TPOCTOr0 OKCHAa WM TpeBpalleHue IMPOCTOro OKcuaa (Hampumep,
peKpUCTaIUIU3aIMs OKCUJA IIMHKA) B BOJHOW Cpelie B JI0- WM CBEPXKPUTHUYECKHUX

YCJIOBHUSIX.

Cunre3 IMPOBOAUTCA B JIBYX aBTOKJIaBax. B OJHOM AaBTOKJIaB€ Hadallo

MNpCBpaICHUA ITPOUCXOOUT B )KPII[KOﬁ BOZC, B IPYI'OM aBTOKJIABC — B IIapax BO/bI.
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Onpenesnenue cBO0OOIHOT0 00bEMa IBYX ABTOKJIABOB.

ABTOKJIaB C TOJCTaBKOM, KOHTEHHEPOM C KPBIIIKOW U MPOOKON B3BECUTH HA
TEXHUYECKMX Becax C TOYHOCTBIO O BTOPOr0 3HaKa IOCIEe 3amiaTod. 3ajuTh B
aBTOKJIAB JUCTWIIMPOBAHHYIO BOJY, KOHTPOJUPYS OTCYTCTBHE ITy3bIPHKOB IIOJ
KOHTEeMHepoM. BblgaBuTh  JumHIOIO  BOAy  1IpoOkoil  aBTOkiaBa.  CHATH
¢uIbTpOBaNILHON OyMaroil Karuld BOJIbI C Hapy)KHBIX IOBEPXHOCTEH aBTOKJIaBa U
npoOKu. B3BecuTh 3am0JIHEHHBIA BOJOW aBTOKJAB. BpUIMTH BOYy M3 aBTOKJIAaBa H
BBICYIIUTh KOHTEWHep. Pa3Huila BecoB aBTOKJIaBa C BOJOM U 0e3 BOABI JAET

BEJIMYMHY CBOOOJHOTO 00BEMA aBTOKJIABA.
IToaroroBka peakmUuOHHbIX CMeCei.

B3BecuTh nBE MOPUMU CTEXMOMETPUUYECKUX KOJIHMYECTB PEAreHTOB B PacdETe
Ha oOpa3zoBaHue B Kaxjoi mopiuu 1-1,5 r mpoaykra. B ciiydae cuHTe3a CIOXHOTO
OKCHJ]a HABECKM KOMIIOHEHTOB KaXKJI0M MOPLUHU MEPEMEIIaTh U CMECH IPOCEATh Mo 4
pasa uepe3 kanpoHoBoe cuto 300 Mmxkm. OHY MOATOTOBICHHYIO MTOPIUIO 3aJIUTh | M
pacTBOpa aKTHUBAaTOpa, TIIATEJIBHO MEpeMellaTh W BBICYIIUTh IPU TEMIEpaType
okosio 70°C. BbICylIEHHYIO CMECh 3achillaTh B KOHTEHHEP M 3aKPBITh KpPBILIKOW. B
aBTOKJIAB 3JIUTh JUCTWIUIMPOBaHHYIO0 Boay B konudectBe 20% oOT cBOOOJHOIO
o0béMa. 3aTeM B aBTOKJIAB IOMECTUThH IMOACTABKY U KOHTEHHEp C CYXOil CMECHIO.
ABTOKJIaB TE€pPMETU3HpPOBaTh. B KOHTEWHEp ApYyroro aBTOKIaBa 3aduTh | M
pacTBOopa aKTHBaTOpa M 3achlllaTh BTOPYIO MPOCESTHHYIO MOPIUI0 KOMIIOHEHTOB.
Cycrnen3uio nepeMemat U KOHTEHHEp 3aKpbITh KpbIlKoil. Ha aHO aBTOKIaBa ¢
MO/ICTABKOM HAJIUTh AUCTHJIMPOBAHHYIO BOJY B TaKOM KOJIMYECTBE, YTOOBI 0OBEM
BOJbI BMecTe ¢ 1 mul pactBopa aktuBaropa coctaBuid 20% oT cBoOOAHOrOo 00BEMa
aBTOKJaBa. KOHTEHHEp C CyCHEH3MeW ONyCTUTh Ha IMOJACTABKY B aBTOKJIAB U

rEpMETU3UPOBATH €TO0.

ABtoknaBbel noctaBuTh B niedb CHOJI u mpoBecTn 006paboTKy IO 3agaHHOMN
nporpamme HarpeBa. [locie 3aBepiieHrs HarpeBa THO aBTOKJIABOB MOTPY3UTh Ha 1-2
CM B BOJY U JOXKJAaThbCS OXJaXJICHUSI aBTOKJIABOB. ABTOKJIaBbI OCTHIBAIOT B TCUCHHE
45-60 munyT. ITocne oxJaxaeHrs aBTOKJIABbI TOTOBBI K BCKpbITUIO. BHuManue! [Tpu
BCKPBITUM aBTOKJIaBa BCEraa COOJIOATh 00sS3aTeIbHOE MPABWIO: HAKUIHYIO TalKy
aBTOKJIaBa OTKPYTUTH Ha 1-2 000poTa U COUTH MOJOTKOM 3QJIMIIIIYIO HA TPOKIIAIKE
npoOKy. Eciu B aBTOKJIaBE OCTaIOCh TOBBIIICHHOE [ABJICHHE, U30BITOYHBIN Tra3
0e30macHO BBIMJIET, MOCIE YET0 MOXKHO CIIOKOMHO OTKPYTUTh TaliKy, CHSITh POOKY U

HU3BJICYD KOHTeﬁHepBI. CI/IHTGSI/IpOBaHHI)Ie 06pa3u1>1 BBICHIIIATH B IIAKCTHUKH C
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MPEIBAPUTEIILHO HAHECEHHOM MAapKUPOBKOW. B ciydae 3aMEeTHOW OCTaTOYHOMN

BJIAJKHOCTH IMOACYIIUTDH IMOPOIIOK HA BO3YXC.

Mopddosoruueckuii. ¥ JAUCHCPCHOHHBIA AHAJM3 CHHTE3UPOBAHHOIO
NMPOAYKTA B CKAHUPYOILEM 3JIEKTPOHHOM MHKPOCKOIIE.
[ToaroToBka 06pasmoB k COM chéMKe.

. e Ha nmpeagmMetrHoM cronrke aumerpom D32 MM pa3MedeHbl 8
ceKkTopoB miis oOpasnos (puc. 11.4). Hauano orcuéra mo gyacoBoit
CTpeJIKe OTMEYEHO pHUCKOl. KucToukoid Ha BBIOpAaHHOM CEKTOpE
6 HAaHECTW JAaK W C TOMOLIBIO IIIATeIsl HAChllaTh HAa HEro
HEOOJIbIIIOE KOJIMYECTBO MOPOIIKA TaK, YTOObl OH HE MOMajgai Ha
Puc. 11.4. MOBEPXHOCTh COCETHUX CEKTOPOB. Uepe3 2-3 ceKyHIbl NOCTY4YaTh
Ilpeomemnoiii  OOKOM CTOJIMKA O CTOJI, YTOOBI HA JIAKE OCTAJICSA TOJBKO XOPOLIO
CMONUK. 3adukcupoBaHHbIil noporiok. [locne HakielWku Bcex 00pas3loB,
CTOJIMK TIOMECTHTh B HANBUIMTENbHYIO ycraHoBky (IB-3 lon

Coater) H ITIOKPBITh TOHKHM CJIOCM CIlJIaBa 30J10Ta C IIaJIJIaJHCM.

[Tpu mOAroTOBKE CTOJMMKA K ChEMKE COCTABUTh KApTy CEaHCa B BUJE TAOJMUIIBL,
B SYEHWKax KOTOPOM yKa3bpIBAaeTCs Jara, IUIAaH CTOJMKA C METKOM W HOMEpa
HaHECEHHBIX 00PA3I0B, a B MPOLECCE ChEMKU B COOTBETCTBYIOLIUE STYEHKN 3aHOCATCS

YBCIIMYCHUEC, HOMCP KaJpa 1 3aMCUYaHUA U1K KOMMCHTApPHH:

Pucka

¥ 4 Howmep
| Cek- | Ob6pa3sia
f — .
. Js | topa Tabimna k ceancy ceémkn Ha COM ot
1 Hama
3ameuanus | 1 eee. | Veenuuenue, nomep xaopa; yeenuuenue, nomep kaopa,
2 | ... Veenuuenue, nomep xaopa; ysenuuenue, Homep Kaopa;
3 Veenuuenue, nomep xaopa; ysenuuenue, Homep Kaopa;
Veenuuenue, nomep kaopa, ygenuuenue, Homep Kaopa,
8 Veenuuenue, nomep kaopa, yeenuuenue, nomep Kaopa,

BoinosiHeHne padoThl HA CKAHUPYIOUIEM 3JIEKTPOHHOM
Mukpockomne JSM-6380LA.

O6muit Bug COM 1 0603HaUeHHUE OTACNIBHBIX Y3JI0B MpUBeAeHO Ha puc. 11.5.
[ToaroTOBNIEHHBI TPEIMETHBIN CTOJMK YCTAaHABJIMBACTCS B JIEpXKaTelb O0Opa3IloB,
Korga BakyymHas cucteMa COM Haxomutcss B pabodeM pEeXUME U BBICOKOE

HaIPsAKCHUEC BBIKJIIOYCHO.
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ONEeKTPOHHO-OIITHYECKAs KOJIOHHA

PYKOXTKa CMeEIIEeHN CTOJIMKA 110 OCH Z

PaGounii MOHHTOD

ITaHens rOHHO METPITIECKOTO 00bEeKTHOTO
CTOIIKA

~ PYKOSTKH CMEIUEHHU CTOIHKA 110 ocsaM XY

PyKOfATKA BpalIeHHs CTOJIHKA

KuHonxku HaITyCKa BO30yXa H OTKa9KH KOJIOHHBI

Puc. 11.5. Cxanupyrowuii snekmponnuwiti muxpockon JSM-6380LA.

JI1s1 yCTaHOBKM MPEAMETHOTO CTOJIMKA HAIyCTUTh BO3/IyX B KOJOHHY KHOIIKOM
HA JIMIIEBOM TAaHENM WM MPOTPaMMHO Yepe3 OKHO pabodeld MporpaMMbl puc. 6
(xkHOoTIKM «Sample» u B oTkpbiBatomeMcsi okHe «Ventil»). BeiaBuHyTh 3a maHenb
TOHHOMETPUYECKUI CTOJMK M CHSTh YKPEIUIEHHBIA Ha TOJIO3bSX JIep KaTellb
MPEAMETHOIO CTOJMKA. 3aKpPENUTh CTOJUK B JIepXkaTese, BEepHYTh JAepKaTeib IO
MoJIO3bsIM B pabouee MoJIoKeHHe Ha roHuomerpe. [Iprkare maHens roHMOMETpa K
OKHY KOJIOHHBI. Ha)kaTh KHOIIKY OTKa4KH KOJIOHHBI (B OKHE KHOIKH «Sample») u
JNOXKIATHCS BBIXOJIA TMOKA3aHUM BaKyyMMETpa Ha YPOBEHb 10° torr. Bxarouuts
BBICOKOE HampsbkeHue KHonkod «HT» cimeBa Ha CTpoke HHCTPYMEHTOB
YOPaBISIONIEH MpOorpaMMbl. YCTaHOBUTH pabouee paccrosaue WD = 10 mm.
PykosiTkaMu Ha maHeNW TOHHOMETpa MOA00paTh OOBEKT JUIs MpeaBapUTEIbHOU
roctupoBkd COM. Knonkamu «Mag+» u «Mag-» HaJ OKHOM U300pakeHHs BEIOpaTh
YBEIIMUEHUE U PYKOSITKOW «CMEIIEHUs CToNMKa 1o ocu Zy» (puc. 11.5) mobuthbes
pe3koro uzobpaxenusd. Jlanee BKIOYUB KHOMKY «Scanl» Ha CTpOKE MHCTPYMEHTOB,
IIPOU3BECTH 00JIe€ TOYHYIO IOCTHPOBKY INPU HUCIOJIb30BAHUMU KHOMNOK HAaJ OKHOM
M300paXKeHUsl A1 HAaCTPOMKHM KOHTPACTa, OCBELIEHHOCTH, (POKyCa U PETYIUPOBKU
aCTUrMaTH3Ma.
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KHomnka BKIFOYEHHS 00IIero BHAa CTOMHKA
K=Homnka OKHa AN TOHKO# PeryIHPOBKH H300paKerHs
Kronka oKHa [ IpOCMOTpa H BbIOopa ydacTKa oTorpagupoBasus
Kronka poTtorpaduposanns _
KHomKa HamycKa H OTKa4KH KOJIOHHBI IIPH CMEHe CTONIHKA C 00pasuaMu

L2 JEOL S:annim Elect ron Microscope
Bl ok zetMag Jebp  Heb

m| ‘o oo oo\ @@m@@@n@uo‘@:,ﬂﬁh/' T

S
orr Vi  Scend | S:ed  femd | ok Tivess | Pasla ACE | AFD  AID  Netblw Blwk  Fwe  Sg St Bepod  Cpen Becge Zage Swrgle G D

KHromka KOHTpoJIa

KHONKa BBICOKOTO
HanpsoxeHnd ON - OFF

VYaenuuenue

neigh=0mm | #=0.4G3mem | ¥

Puc. 11.6. Oxno npoepammul ynpasnenus pabomoii COM.

Pexomenaauuu nmo nosayueHuro nzoodpaxkenus B COM.

[Tomyyenne wu300pakeHUST C  ONTHUMAIBHBIM  pa3pelieHueM  TpeOyeT
BBITIOJIHEHHSI TIPOLIEYpPbl HACTPOUMKHU 3JIEKTPOHHOIO0 MHUKpockomna. HeobxoaumbiMu
TanaMu HACTPOMKU SBISIOTCA (OKYCUpPOBKA M KOMIIEHCAlUsl AacCTUTMaTu3Ma.
[Ipouenypsl KOppeKIUMU acTUrMaTh3Ma U (POKYCUPOBKHU SIBJIAIOTCS UTEPATUBHBIMU U
TpeOyIOT MOCIEeI0BAaTEIbHOTO MMOBTOPEHUS AJISl TOCTHXKEHUS YJOBJIETBOPUTEIHLHOTO
pesynbraTta. MOKYCHPOBKA SBJISETCS MPOCTOM NPOLEAYPOM M MNPOU3BOAUTCA O
MOJIy4YeHUs] 4YeTKoro wu3zoOpaxkeHus. HeoOXoaMMO NOMHHTb, YTO MapaMeTpsl
(OKYCHUPOBKM MOTYT U3MEHATHCS] IPU U3MEHEHUH Pa3MepOB 00JaCTH CKAHUPOBAHUS,
MO3TOMY KaXJIbIi pa3 MpU HM3MEHEHUU YBEJIMYeHUs HeoOX0IuMO (OKYyCHUpPOBATH
My4yoK 3aHOBO. Taxke mapameTpbl (POKYCUPOBKH H3MEHSIIOTCS MPU KOMIIEHCAIUH
acturmMatuzma. Ilocne mnepBuyHONW  (HOKYCHUPOBKM HEOOXOIUMO  BBIMIOJIHUTH
KOMIIEHCAIMIO acTurmMatu3Ma. (OCHOBHBIM MPU3HAKOM AaCTUTMaTu3Ma SIBIISIETCA
HEPaBHOMEPHOCTH Pa3MbITUSI 00ObEKTOB Ha U300paKEHUHU MTPU U3MEHEHUH (POKYCHOTO
PAcCTOSIHUS BBIILIE U HIDKE 00bekTa. [Ipu KoMmeHcauu acTurmaTu3ma Heo0X0uMo

PYKOBOJICTBOBAThCSl KaK DPABHOMEPHOCTHIO Pa3MBITUS OOBEKTOB MPH H3MEHEHHH
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(OKYCHOTO paccTOsiHUSI, TaK M MOJYyYEHHUEM YEeTKOro uzoOpaxeHus. KomneHcanus
acTUrMaTh3Ma MPOU3BOJUTCS IMMOOYEpPENHO MO ocsiM X U Y Ha <OKUBOMY
n3o0paxkeHud. [Ipu3HakoM TNPaBUIBHO CKOMIIGHCUPOBAHHOTO acCTUIMaTH3Ma
SBJISICTCS  OTCYTCTBHE WCKOKCHHU M300pakeHUs mpu KoyiebaHWU (PoKyca:

M300paKEHUE JI0JHKHO PABHOMEPHO pa3MbIiBaThes [1].

SApKOCTh U KOHTPACTHOCTD SIBJISIFOTCSI BAXKHBIMHU MapaMeTpaMu M300pa’KeHUs.
[Ipu HacTpoiike 3THX THapamMeTpoB HEOOXOAMMO PYKOBOJCTBOBATHCS MPUHIIUIIOM
MaKCUMaJIbHOW WH(GOPMATUBHOCTH H300pakeHus. M30bITOUHAsT KOHTPACTHOCTh U
HEJO0CTaTOYHAs APKOCTh MPUBOJIUT K MOSIBICHUIO HA M300payKEHUHN YEPHBIX U OEIbIX
oOnacTedl, JAeTali KOTOPBIX CTAHOBATCS HepazauuuMbIMUA. Hemocrtarounas
KOHTPACTHOCTh U HW30BITOYHAS SPKOCTh TAKXKE MPUBOJAT K ToTepe HHGOpMAIIUH,

00BEKTHI CIMBAIOTCS JIPYT C Apyrom [1].

[Tpu BBIOOpE yBENHMUYEHHUS pa3MEp OCHOBHOTO YHCIIA YAaCTHUIl Ha U300paKeHUU
noJKeH cocTaBisaTh 0,3-0,6 oT ayiMHBI MacITaOHOM JTMHEWKU. 300pakeHne ¢ Takum
yBenuueHnueM o0bdHO coaepkut 300-400 yacTuil mpu IJIOTHOM 3allOJIHEHUU

IMOBCPXHOCTHU IIPCAMCTHOI'O CTOJIMKA.

KauectBo nzobpaxkenus B pexxume pororpadupoBanus 3aBUCUT OT CKOPOCTH
CKaHUPOBAHUA, KOTOpas HACTPAUBAETCS B OTKPBIBAIOIIEMCS OKHE, €CIM Ha)KaTb
KHOIIKY «Setup» Ha BepXHEH KOMaHIHOW CTpOKe INMaHenw ymnpasieHus (puc. 11.6).
UeM HUXKE CKOPOCTh CKAaHUPOBaHUS, TEM JIy4lle KayecTBO, HO OoJblie
JUTMTENILHOCTh. 371eCh CIEAyeT clejaTh BbIOOpP — BpeMsl WM KadeCTBO: BapHUaHTOB
MaJio, a JJIUTEIbHOCTD 3aMUCH PA3JIUYAETCS CYIIECTBEHHO, YTO CHUJIIbHO CKa3bIBACTCS

Ha o01eM BpeMeHu ceaHca pabotsl Ha COM.

[Tocne BrIOOpa y4yacTka oOpaslia U HACTPOUKH M300paKEHUsI HAXKaTh KHOIKY
«Photo» w goX#aTtbcs TOSBIEHUS KHONKHA «Save» cIlpaBa HaJA OKHOM C
nzobpaxkenneMm. Ilpu coxpaHeHuH BbIOpATh pacHIMPEHHWE M TMOANUCATh (ail.
3aHecTH [aHHbIE B TaOJMIy KapThl ceaHca. J[BuUrasch mo o00pasily, COXpaHUTh
Hy’)kHOe yncio COM ¢oTo ¢ yué€ToMm TOro, 4TO BBIOMpAEMble YUaCTKH HE JIOJDKHBI
MepEeKphIBaThCA. YOOHO sl JajbHEHIeil paboThl COXpaHATh OJHY BEIUYUHY
yYBEIIMYEHUs ISl BCEX M300pakeHUM o00paslia a, €CIM BO3MOXHO W JUISl JAPYTUX
0o0pasIioB, a Takke coOMpaTh (Gaityipl N300pAKEHU B OTJEIBHBIX TMaIKaX, CO3JaHHBIX

JUTSL KaKJI0To o0OpasIia.

Baxnas undopMmanus MoOXeT OBITh TMOJy4YeHA TIpH  OOHApYKECHUU

0Cco0eHHOCTEN MOP(OJIOTrMK YaCTUIBI WIIM KPUCTAILIA, KOTOPBIE OTPAXKaloT MPU3HAKU
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MexaHu3Ma uX (GopMupoBaHusA. Takue H300pakeHUs HYKHO Cpa3y COXpPaHsTh C

NOJXOSIIMM YBEJIMYEHUEM (U 3aMETKOM B KapTe ceaHca).

Ecniu B xozme paboThl KauecTBO H300paXEHHUsS YXYALIUIOCH, CIEIyeT
MPOBEPUTh COCTOSIHME KaToJla, BKIIOUYMB KHOMNKY «Gan» cmpaBa B CTpPOKE
uHCTpYMeHTOB (puc. 11.6) m noOUThCS MakCMMyMa WHTECHCHUBHOCTH H300Pa’KCHUS

I[P MUHUMAJIBHBIX IIapaMCTpax pCiKuMa KaTtoaa.

[Tpu 3aBeprienuu ceanca pabotrel Ha COM HaxaTh KHOMKY «VIEWy, 3arem
CHATH BBICOKOE HarpsikeHne kHonko « HT». [t n3Bnedenuss npeAMETHOTrO CTOJIUKA
HaXXaThb KHOMKY «Sample» u HamyCcTUTh BO3AYyX B KOJOHHY KHONKON «Venty.
Jlo’)KnaTeCss MaKCHMaJIbHOTO IOKa3aHWs BaKyyMMETpa W BBIJIBUHYTh 3a I1aHEIb
TOHHOMETPUYECKUH CTONMK. M3Bineub pAepkareiab W IMPEAMETHBIM CTOJMK U3
JepKaTelis, BEpHYTh Jep KaTelb 10 M0JI03bsSIM B paboyee MM0JI0KEHUE Ha TOHUOMETPE.
[IpwxaTe maHenb K OKHY KOJIOHHBL. HakaThb KHONKY OTKAuKHd KOJIOHHBI (B OKHE

KHOIKH «Sampley). [Tepenmcats coxpanénnbie (aiasl Ha cBoii CD muck.

Cnate pabouee mecto oneparopy COM.

IV. OBPABOTKA PE3YJIBTATOB O9KCIIEPUMEHTA

Anamuz  COM  wu3o0paxkeHUHM  METOAOM  JIMHEHHBIX  OTPE3KOB  WJIU

O9KBUBAJICHTHOT'O JUAMCTpaA.

Pacnipenenenne mo pa3MepaM KpUCTAJIOB B HCCIEAYEMBIX 00pasiax
ompenensieTcs NyTéM aHaiuu3a HW300pKEHUM, TMOJTYYEHHBIX Ha CKaHUPYIOIIEM
aeKTpoHHOM MuKpockore (COM dotorpaduit), ¢ momoipto mporpamm Image-Pro
Plus v3.0 u Originlab Origin 7.5 wmu 8.0. Ilpu 3TOM HCIONB3YETCS HECKOJIBKO
dororpadguit  pasHeix MecT oOpasna. B ciaydae M30METPUYHBIX  YaCTHII
XapaKTepUCTHKOW WX pa3Mepa sBISETCS auaMeTp (TOYHEeEe — CTaTUCTUYECKHI
JMaMETpP, KOTOPBIA, KaK MPaBUIIO, MPUHUMAETCS 32 CTATUCTUYECKYIO IJIMHY XOpI,
U3MEpSEeMYI0 B BBIOpaHHOM HampaBiieHuu [1]). Eciau gacTuipl UMEIOT yITUHEHHBIH
00JIMK WJIM HEMpaBWIbHYIO (GOpMY, TO U3MEPSETCS IUIONIAIb KOHTYpa U300paKeHUs
YacTWIl, OMNpenessieTcss CpemHss IUIOMaab  HM300paKeHus, U3  KOTOpOW

. . 112
PACCUNTHIBACTCS CPEIHUI SKBHBATICHTHBIA auamerp wactuist d=(4S/m)”

(cpennuit
MPOCKTUPOBAHHBIA JUAMETP, KOTOPBIA MPEACTaBISIET COOOW JuaMeTp Kpyra,

IJIOMIAh KOTOPOTO paBHA TUIOIIAAN U300PKCHUS MPOEKIIMH YacTHUIHI [1]).

[Io momy4eHHBIM [aHHBIM CTPOUTCS TUCTOIpAMMA PACHPENECIEHUS B BUIE

3aBUCUMOCTH YHCJIa YacTHI] (YaCTOCTH), MONAAAlOUIMX B HHTEPBAJI TPYIIUPOBKU
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(wara pa30OueHHss BceX 3HAUEHUM HaOJMIOJAaeMbIX pa3MEpPOB 4YaCTHUILl), OT pa3Mmepa
KpuctauioB. Ha OCHOBE 3THX AAHHBIX ONPENENAETCA CPEIHUN pa3Mep IO BCEM
U3MEPEHHBIM KpHUCTAJUIaM. 3aTeM TUCTOTpaMMa paclpesesieHus: IpeoOpasyercss B
3aBUCUMOCTb YHCJIa YACTHI] HA WHTEpBAJE T'PYNIUPOBKU OT 3HAUEHUS pa3Mepa Ha
cepeauHe uHTepBana. l[lpu nemeHun Ha oOIIEee YUCIO TOACUYMTAHHBIX YACTHII
[OJy4yaeTCcsl 3aBHUCUMOCTb CpPEJHEH IUIOTHOCTU BEPOATHOCTH (OTHOCHUTENBHON
YacTOCTH) Ha Ka)/J0M MHTEpBaJle IPYNIIUPOBKH OT pa3Mmepa yactuil. [lanee metogom
KOMIIBIOTEPHOM  JIEKOHBOJIIOLIMM  ONPENEISAETCS YHUCIO0 U XapaKTEPUCTUKU
HENPEPBIBHBIX (YHKIMH, CyMMa KOTOPBIX ONTHMAJIbHO ONHCHIBAET 3aBUCHUMOCTD
CpeIHEe! IIIOTHOCTH BEPOSTHOCTH OT pasMepa vactull. Pacrpenenenue no pazmepam
YaCTUILl ONKCHIBAETCS JIOTHOPMAIbHOM (PYHKIMENH. XapaKTepUCTUKAMU JUIsl KaKJI0U
GYHKIUU SIBIISIFOTCSI CPEIHUN pa3Mep 4YacTULl M JBa MapaMeTpa, OJUH U3 KOTOPBIX
IPOMOPLMOHAJIEH YHUCIYy 4YacTHL, a JApYyrol xapakrepusyer (opMmy QYHKIIUH.
Ommbka pacCUMTaHHBIX 3HAYEHHH CpPEJHEro pazMepa KpPUCTAIIIOB COOTBETCTBYET
JNOBEPUTEIBHON BEPOSTHOCTH 95%. B mpPOCTpOEHHOM CYMMAapHOM HENPEPHIBHOM
MOJIMMOJIAJIbHOM  PaclpeiefieHUH KaXkJas COCTaBIAOAas (QYHKIMS ONUCHIBAET
OTIEIBHBIM MOIYJIb C YCTAHOBJICHHBIMU XapaKTEPUCTHKAaMHU CPENHET0 pa3sMepa U
qyclia YacTUL. OTUM MOAYJIsAM HOpuaaércs (GU3NYECKUH CMBICT  (QpaKIUid,
COCTAaBIIIOIIMX CHHTE3WPOBAHHBIA IOJHMAMCIEPCHBIM MOPOWIOK. [l kaxaon
¢pakuuu MOryT OBITh HCIIOJIb30BaHbl pPa3HbIE XapaKTEPUCTUKU: CPEIHUN pazMep
KpUCTAJIJIOB, MOJIa — HauOoJiee BEPOSATHBIN pa3Mep KpHUCTANIOB, MEJIMaHa — pa3Mep,
clieBa M CIpaBa OT KOTOPOTO HAXOJAWUTCSA OJMHAKOBOE YHWCJIO YacTUL, W IIMPUHA

pacrpeaeneHus.

VYcnex mpoieaypsl JEKOHBOJIOUMM 3aBUCUT OT BbIOOpa BEJIMYMHBI IIIara
pa3OuieHuss Ha UHTEpBaJbl TpynnupoBku. OJHAKO, JaxXe B MPOCTOM Cilyyae
PaBHOMEPHOTO pa30ueHusi, 10 CHUX TMOp HET YJIOBJICTBOPUTEIHLHOTO Ccrocoba
MOCTPOEHUST «IPABUIILHOT0» pa30HEeHHs] 00JIACTH THUCTOTPAMMBI, MPEICTABIISIONICH
OMITUPUYECKYIO0 IUIOTHOCTh BEpOATHOCTH [2]. BreiOop ompenensercs aByMs
rpanuniamMu. [lpu  HU30BITOUHONM IIMPUHE MOXET TMOTEPATHCS  JAeTAIM3aLUs
pacnpeneneHus. MuHUMU3aIMs Iara BeOET K MOABJICHHMIO pa3dpoca TOUEK,
0OyCJIOBIGHHOTO OINMMOKOW OMpeneNeHus CpeAHeil TUIOTHOCTH BEPOSITHOCTH Ha
WHTEpBaJIe TPYNIUPOBKA HM3-3a MaJOro uyucia yvactull B HEM. Ilpu skcnepTHOi
OIICHKE IITUPUHBI HWHTEpBaja pa3OWeHHs, Hadamo oTcu€Ta W Imar pa3OueHus
BbIOMpaeTcs TakK, 4YTOObl HE TOSBISUIUCh PE3KO  BBINAJAIONINE  BBICOTHI
MPSIMOYTOJIbBHUKOB THUCTOTpaMMbl. JTO O3HayaeT, 4YTO IIar pa30OueHus BeIUK U

TepsieTcs Aetanu3ainus. Ecim pa3dbpoc ToYeKk HE MO3BOJSET MOJYYHTh YCTONYHBOE
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penieHue JIEKOHBOJTIOIUH, HeoOxoauMa o0paboTka JOTIOJTHUTENbHBIX
MukpodoTorpapuii oOpaslia [Js YBEJIUYEHUs 4YHUCIa TMOJCYUTAHHBIX YAaCTHUIl U
yIy4IlIeHUs] CTAaTUCTUKU Ha UHTepBaje rpynnupoBkd. Ilpu anmpoxcumaruu
pacnpenenieHuss OAHOW (yHKIHWEH (OJHOMOAYJIBHOM) TOCTATOYHO IIOJCYHUTATH
pasmepsl okoio 1000 wactun. B ciydae HecKonbKUX MoOaynel Tpelyercs
yBenudyenue uyucia vactuir g0 3000-5000 (oxomo 10 dororpaduii). Beenenue
JOTIOJTHUTENBHOTO  MOJYJIsl, HampuMep BTOPOro, HEOOXOAMMO, KOrja 4acTb
HKCIIEPUMEHTAJILHBIX TOYEK 3aKOHOMEPHO OTKJIOHSIETCS HAa HEKOTOPOM Y4YacTKE OT
annpokcumupytomeit ¢pynkuuu. Eciu cymmapHas (QyHKIHUS yJa4HO ONMUCHIBAET
AKCIIEPUMEHTAJIbHbIE TOYKU (pa3dpoc TOYEK chydaeH), TO A00aBJICHHE HOBOTO

MOOYJIA JIMIIICHO (1)H3HII€CKOFO CMBICJIA.

Ananm3 COM u3o0pakeHus ¢ momolnbko mporpammsl Image-Pro Plus v3.0.

B okne nporpammbl OTKpbITh COM wu3o0paxenue c¢ ypennueHuem 100%
(yBenMUEHHE YCTAaHOBUTh B OKHE IIOCIE WIEJYKa MPaBOd KHONKON MBIIIM) U
BBITIOJIHUTD KaJIMOpPOBKY, BbIOMpas B KOMaHTHOM CTpOKE
Measure—Calibration—Spatial (puc.11.7a). B orkpsiBatomemcss okHe «Spatial
Calibration» xHomko# «Image» BrI3BaTh KAIIMOPOBOYHBIN MapKep U MEPETaIIUTh €ro
Ha MacmTabHyro auHeiky COM wuzoOpaxenus (puc.11.76). IloctaBuTh B OKHE
«Scaling» mnuHy MaciTaOHOM JIMHEWKH — | MKM W TIOATBEPIUTH BHIOOP KHOIIKAMH
«OK». 3arem, mnepexoAs K U3MEPEHHUSIM, OTKPbITh B KOMaHAHOH CTpPOKE
Measure—Measurements  oxno  «Measurements»  (puc.11.8). B  okne
«Measurements» BeIOpaTh KHOMKOH ciieBa Tum wu3MepeHuii (puc.11.8a): nnmna
(Length) mnm turomans (Area). Hibke mpuBenéH npuMmep W3MEPEHHUs IUIOMIAJIN.
AHanoruyHasi mpoleaypa HCIONb3yeTcs s aHajiu3a JUaMeTpOB 4YacTHIl, HO

IUaMEeTp U3MEPSETCS MPOLIE.

Ha puc.11.7 u puc.11.8 nokazano COM wuzo0OpakeHHE HCXOJHOTO OKCHIA
IIMHKA, KOTOPBIM MCHOJIb30BaJICA B cuHTe3€ rainara nuHka (puc.l1.3). Tlockonbky
KpUCTAJUIbl UMEIOT HEM3OMETPUUHYIO (GOpMY, CIeAyeT M3MEPSTh IUIOLAAb KOHTYpa
n3o0paxeHust kpuctayia. [lporpaMma 1mo3BossieT aBTOMaTUYECKHU BBIACIATH KOHTYD,
OJIHAKO Takas oImepanusl aJeKBAaTHO BBIMOJHACTCS NPU aHaldu3e HU300pakeHun
nuQoB, KOTJa MEXKIy YacTUIlaMU HET TMPOMEXYTKOB, MOJYTOHOB M HAJIOKCHHM
yactull. Ha COM wn3o0paxeHuu cBOOOIHON HACHIIKUA YaCTULl HEOOXOIUMO BPYUYHYIO
00BECTH KOHTYpP YaCTHUIIbI KypcOpOoM M 3aUKCUPOBATH PE3yibTaT IIETYKOM MPaBOU
KHONIKM MbIH. Ha wn300pakeHMM CMEHHUTCS I1IBET JIMHUM, W KOHTYP YaCTHIIBI

coxpanutcs. 3ateM meaukoM 1Mo OK uiam MOBTOPHBIM MIETYKOM TMPABOW KHOTIKU
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MBIIIH PE3yJIbTaT U3MEPEHUS 3alIOMUHAETCS] TPOrPAMMOI, IIBET KOHTYpa MEHSIETCS U
psoM nosiBiIIeTCs HoMep uaMepenus (puc.11.9q).

ﬂ kmage Pro Plus - rnoish7, tif

Naw: [Epsmca T =] [0
N

PantiAld

s FH N Dot
I | Detaits
Aspact Rato

—

Onigin (Pieeks)

x[o

Z2aWV 198228 T LAk ee%:: 19 3/;“8_
' ‘a@ - & e

!._1 imoage Pro Plus - zneish7, tif

Potion lew over lergth saferenca.
o Referancs iepresants how mary unds?

U -
oK I Cancel

14—-

zOkY 198806

Puc. 11.7. Buinonnenue kainubposku nepeo Hauaiom uzmepeHutl.
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" 3] Image-Pro Plus - znoish7.tif
File Edit Acquire Process M 8 Macro Window Help

Histogran...
Line Profile...
Bitmap Analysis...

Report

Flzmish

A Mo b

Plesie ssnct an aree and e OF

True CokrCI00N), Dotes 100% JIT, 418 15 L9 L2 W H L) ) merors et

o

Puc.11.8. [lepexoo k uzmeperusim.
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Imnge Pro Plus - onoish?, ti

- : Tresh |3 2 Depth (3 Hstep 2 3 Gpeed 15 FH [ AutoTioze

True Coloe(3600K), Zoom 100% 405, 402 140 138 140 W, H! 1280,960 mKrons 49273

!][mm-hn Pl - soohih?, of

B Mearurement - xnohhb? ¢if

Dot to Fle
Aopena Dats to He

T Cisor (HO00K), Tocen: 1009 F - B Y- ) W 1280,960 | meren |

Puc.11.9. Hzmepenue nrowadei Konmypa KpUcmasiios.
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Puc.11.10. Obpabomka pe3ynomamos uzmepenuii ¢ HOMOWbIO NPOSPAMMbL
OriginPro 7.5.

Ecau xoHTyp mnosiydwsicss HeEyAauyHbIM, TO IHIed4koM 10 KHomke «END»

OTKpbIBaeTCs TaOJIUIA U3MEPEHUIA, B KOTOPOW MOKHO YJIaJUTh OIIMO0YHOE 3HAUCHUE

U BepHyThCS K u3MepeHusiM. [lomoOHBIM 00Opa3oMm o0pucoBaTh U COXPAHHUTH BCE
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KOHTYpBI XOPOILIO paziuyuMbIX yacTul] Ha COM wuzoOpaxkeHun u kHomkoil «End»
3aBEpPIIUTH Mpolenypy. B oTkpriBiieiics Tadbnuie (puc.11.96) ckonupoBath B MaMsITh
pesynbraThl u3Mmepenuii (File—Data To Clipboard) u BcTaButh MX B TaOJIHILy
nporpammel Originlab Origin 7.5 nu 8.0 (puc. 11.10a, Ta6a. Dznoish7). [ToBTopuTh
MpOIeNypy M3MEPEeHUW IUIOMAa KOHTypa KpucTauioB mis apyrux COM
M300pakeHU U coOpaTh Bce pe3yibTaThl B OAHOW Tabmuue. g nanHoro oOpasia
NpUBEIICHBl pe3ynbTaThl u3MepeHuid 3103  kpuctamioB (puc. 11.106, Tabm.
D29t10t15). Beigenutrh KOJOHKY € pe3yJbTaTaMd M3MEPEHUH U IMOCTPOUTH
(Plot—Statistical Graphs—Histogram) rucrorpammy pachpenencHus. JIBOWHBIM
[IETYKOM [0 THCTOTPaMME OTKDBITh OKHO «JeTtaneil mocrpoeHus» (puc.l1.11a),
noracuth rajouky B «Data» Automatic Binning u 3amaTh MOAXOAIIYIO BETUYUHY
nrara pasouenus (Bin Size) u Hawana orcuéra (Begin). [ToctpoeHHass rucrorpamma
pacrpeneneHus Mo pasMepaM KpucTauioB mnpuBeneHa Ha puc.11.10a B aByx
macmtabax (okHa GrzZnO_ish u Graph4). Cospmare TaOmuiy i TOCTPOCHUS
rpadguka 3aBUCHMOCTH YHCJIa YaCTHUI[ OT TOJOXXCHHUS WHTEpBaJia pa3OHMeHUs Ha
JMarna3oHe U3MEPEHHBIX pa3MepoB kpucTauioB (puc.11.10a, Tabnuna DO16m004).B
Tabnuie HeoOXOAMMO CHaydajia 3aloJIHUTH JIEBYIO KOJOHKY aprymeHTta. B mepBoi
suerike npu 0 moctaBuTh 0 KpucTauioB. Bropas sueiika cieBa — Ha4aJIbHBIA OTCUET
cepeMHbl MHTEpBaJia, BHIOPAHHOIO MJig pa30ueHus aAuana3oHa pasMepoB. B Heé
3aHOCHUTCS TOJIOBHHA Iara pa3ouenus (Bin Size) mmoc Hagamo orcuéra (Begin). B
nanHoM caydae 0,016/2 — 0,004 = 0,004. Ilocnenyrommue SYEHKH KOJOHKH
3aMoJHAIOTCS TMpuOaBiIeHUEM Iiara pa3OueHus. B mpaByro KOJOHKY 3aHOCSTCS
OpIMHATHI — BBICOTHI MPSIMOYTOJBHUKOB THUCTOTPAMMBI — YHCIIO KPHUCTAJJIOB Ha
HMHTepBasie pazouenus. [ ux onpeneneHust HyKHO HUCIOIb30BaTh Kypcop U3 JIEBOM
KOJIOHKH WHCTpYMeHTOB (puc. 11.10a), KoTopbIii TIoMeNmaeTcss Ha cepeauHy Topia
npSIMOYTOJIbHUKA TUCTOTPaMMBbI (KpacHBIM KpecT Ha cepeanHe Topia B okae Graph4).
KoopauHatel TOUKM BBICBEYMBAIOTCS 3€JIEHBIM I[BETOM B OKHE Ha BEPXHEU MaHEIH
uncrpymentoB: X=0,068; Y=175. Ilepememias Kypcop o HUHTEpBajaM, 3alOJHHUTH

Ta0NUILy ISl BCETO AUana3oHa pa3MepoB.
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Puc.11.11. Ilocmpoenue u ananus 3a8ucumocmelti.

3atem B Tabmmme DO016mM004 (pumc. 11.116) BeImenuth 00€ KOJOHKH U

IMOCTPOUTb 3aBUCHUMOCTL 4YHCJIa YaCTUIl Ha HMHTCPBAJIC TI'PYIIIMPOBKH OT 3HAYCHUA

pasmepa Ha cepenune wuHTepBana (okHo GrZnO).
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3aBUCUMOCTH Ha obOmiee uuciao dactull -3103 - mpeoOpasyer e€ B 3aBHCHUMOCTH
CpeIHel TUIOTHOCTH BEPOSITHOCTH (OTHOCUTEIHLHOM YaCTOCTH) Ha KaXKIOM MHTEpBAIe
IpyNIUpoBKH OT pasmepa vactuil (puc. 11.12a, okro GrZnOish). Jlaiee no myTH:
«Analysis—Non-linear Curve Fit—Advanced Fitting Tool» (puc. 11.12a) B
OTKpBIBaOIIEMCsl OKHe BbIOpath B pasmene «Origin Basic Function» ¢ynkuio
LogNormal (puc. 11.126, cnmesa). Jlns yaoOcTBa B JalbHEHIICH paboTe JIydIme
3aMEHUTH BUJ PYHKIIMH Ha BeIpaxeHue ¢ napamerpamu P1-P4 (puc.11.126, cnpasa):

y=P1 + P2/(sqrt(2*PI)*P4*x)*exp(-(In(x/P3))"2/(2*P4"2)) (11.3)
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Categories Functions Name|L0gNorm1 Type |User-Defined  +
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ower

Rational Parameter Names |P1,F'2,F'3,P4
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| Erample: y = P2*exp(-P1%x);
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i i f»  Function File

[GEMERAL INFORMATION]
Function Hame= LogMorm1
Brief Description=
Function Source= N/A
Function Type= User-Defined
Function Form= Equations
Number Of Parameters= 4
Humber Of Independent Yariables= 1
Mumber OF Dependent Yariables= 1
Analytical Denvatives for User-Defined= OFf

2 v UszeOnginC Editin Code Buider | Save | SaveAs| Cancel |

<3 [l > File: [ Derivatives

Select a fitting function or change a function category. Basic Mode | [Edit the curent selected function. Baszic Mode

o

Puc.11.12. Ilepexoo k annpokcumayuu 5KCnepuUMeHmaibHbixX moyex.
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% NonLinear Curve Fitting; Select Dataset =3 ¥ NonLinear Curve Fitting; Fitting Session =T

Category  Function  Action  Oplions  Scripts i_ategory Funchion Action Oplions  Scripks
0 1 s AleH 2 1T [T A5
‘W aniables D atazets Fitting Range [ Parameter Yalue Wam?  Emor Dependency |
! C16mdd B [1..50]
—>4  Indep DIGmO4 A [1.50] F1 0 o= |-
P2 |0z Mooz - [-
P3 [0,z Voot E
P4 [¥] WVooz- [-
Available Datasets
Datat_tedian # | [ Show current folder only P s k fiting i -
Datal_Var o ; ress Esc’ ke to stop htbing kerations
Dataf Coefiar Fitting Step Size (1=all] |1
DataB:Kurt
[i16midd A 1 <=Row <= |50
Datalt_a e’ Azzign | |

[ Fit Multiple D atasets

| ChiGar | Tlter. | 1001er | 100 Simplex Iter Dane
Select a fithing dataset, either as a dependent or an Easic Mode Basic Mode
independent variable for the fitting function. B —
a 9]

Puc.11.13. Bvibop Oannbvix u 3a0aHue npuMepHuLX 3HAYeHUll Napamempos.

Ha mnanenu HWHCTpYMEHTOB HakaTh KHOMKY C M300paKeHUEM TaOJIUIIbI
(puc.11.13a) u BBIOpaTh 111 MEPEMEHHBIX «Y» U «X» JTBOWHBIM IIETYKOM B OKHE
«Available Datasets» cooTBercTByIOIIME KOJOHKHM JIaHHBIX. [lepeiiT kK cocemHei
KHOIIKE CTpaBa Il 3aJaHus W onTUMH3anuu napamerpos (puc. 11.136). Beectu B
OKHa 111 mapameTpoB P1-P4 npumepHbie 3HaueHUsT 1 KHONKAMU HA HUYKHEW MMaHENN
BBITIOJIHUTH TIOIIAroBeie uTepanuu (kHomka «l1 Iter.») wim MHOXKECTBEHHBIC
UTepaIiy JI0 MOSIBJICHUS B HIDKHEM OKHe cooOmieHus «Chi-sgr is not reduced». B
3aBeplIeHUE MOoclie KIuKa 1o KHomke «Done» Ha rpaduke mosBuUTCS Tabmuma c

XapakTepucTHKamu armpokcumarmu (Puc. 11.14).

HaiinenHble 3HaUEHUS MapamMeTpoB MoacTaBuTh B (11.3):
y = 0.01571/(sqrt(2*P1)*0.90838*x)*exp(-(In(x/0.02443))"2/(2*0.90838"2)),

U CKONMPOBATh BBIPAXKEHUE IIOCJIE 3HAKa PAaBEHCTBA. 3aTeéM B KOMaHIHOU
crpoke Origin mo mytu «Graph—Add Function Graph» otkpeiTe nanens «Plot
Details», BctaBuTh 3TO BBhIpakeHHEe B OkHO F(X) = ... (puc. 11.15), u mepexoas k
«Line» BeiOpath By muHuu. Knomnka «OK» 1o0aBiseT JTUHUIO alllIPOKCHMHPYIOIIEH
¢bynkuun Ha rpaduk (puc. 11.16a). B koneunom Bujae Ha puc. 11.166 Ha BcTaBke B
YBEJIMYEHHOM MacmTabe I[oKa3aHa o0JacTh KPYMHBIX dYacTul. BuuHo, uTo
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AKCIIEPUMEHTAJIbHbIE  TOYKM  CIydyallHBIM  00pa3oM  paclojOXKE€Hbl  OKOJIO
anmnpoKCUMUpyromeil QyHKIUU. DTO O3HAYAET, YTO pACHpElENIEHHE MO pa3Mepam
KPUCTAJUIOB ~ MCXOAHOTO  OKCHJA  IMHKA  OINHCHIBACTCA  OJHOMOIYJIBHOU
JOTHOpMAaNbHOM (pyHKIMEH. 13 momy4eHHOTro cpeiHero 3HaueHus MIoM@aan KOHTypa

1/2

M300paXeHHsI KPUCTAJUIOB MOXHO paccuuTaTh 1o Qopmyne d=(4S/n)™° cpemHmii

SKBUBAJICHTHBIN quametp: d, = 0,1764+0,00043 mxm (3nech Ad = +d,(AS/2S).

Jlpyras Benmu4MHA CpETHETO pa3Mepa KPUCTAUIOB MOXKET OBbITh MOJIydYeHa IpU
CTaTHUCTUYECKOM 0OpabOTKE BCEX W3MEpPEHHBIX 3HaueHuil. Jlns sToro mocne
BBIJICJICHUS CTOJIONA pe3ynbTaToB u3Mepenuit (puc. 11.10, rabauma D29t10t15) u mo
nytu «Statistics—Descriptive Statistics—Statistics on Columns» oTkpbeIBaeTcsi OKHO,
B KOTOPOM COJEpXaTcsl pe3yJabTaTbl OOpabOTKH, B TOM YHUCIIE CPEOHHUI pa3zmep
0,0364+0,000773872 MkM’ mUIOIMIAIN KOHTYpa. COOTBETCTBYIOIINN SKBHUBAJICHTHBIN
nuametp paseH 0,1759+0,000075 mxM. OTinune BEIWYUH OOYCJIOBJICHO TEM, YTO
IpU NPOCTOM YCPEIHEHUHU BCE 3HAUEHMsI PAaBHOBEPOSTHBI, a B CPEIHEM pa3Mepe,
ONpeAeNEHHOM M3 paclpeesieHusl, BEPOATHOCTb 3HAYEHMH OJUHAKOBA TOJIBKO
BHYTPH OJIHOTO HWHTEpBaja pa30MEHHs W 3aBUCUT OT IOJOKEHHS HHTEpBaja B

Jana3oHe U3MEPEHHUI.

! L o S et 11 | Vv I 1
[ oo ve Fitfing. 1itiing Seasion = X1 E 6rzn0ish - OX
==L & Az 1
Paramates e
Pl 0 0,35 Data: D16m04_B
P2 00157t 1 Model: Logorml
P 002ees - 0,304 Wei ghting:
P4 050838 B . ¥ No weighting
, S 0,25
Fleduced s = 000153 y- E 1 Chi"2/DoF = 1.3839E-6
ohal 2 soundt in this :vmlrM o =, 0,204 RN2 = [0.999§§
s My I J
_\':uv}: 7]
F 0*15'_ Fl 0 £0
E 0104 F2 001571 +0.00006
Y'l.\J;,v:-;:ﬂ:mnx;: e =] k! 3 0.02443 +0.00012
B 5 0051 P DS0EE 000
Reduced Chetg: = 1 33E S
Total B sounds in thes e300
poool 02 0,3 04 05 06 0,7 0,8
CriSqg | 1 he || 100 & 100 Simnghe [ Dore
o] o (] i - )
Dasic Mode IInommam KoHTYPa KPHCTALIOB, MKM

Puc. 11.14. I1loo6op napamempos annpokcumupyrowjeti (pyHKyuu.
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Plot Details

=4 GZnDizh Line Functionl
= Layerl
D1Emi4 « 0], Bl
MLSFS : &), B[Y) Density [Total Points] [100 | ¥ Autex Rangs
Ul F4
. [v Dizplay Curve
iESIHI]: | Add
solute value abs() =
Undo
Fal<1= | - 0.01571 Asqrt[2°PI)70.90838 ) exp(-{In[x/0.02443)) "2/
< >
Flat Type: Ling B Warkshest | ok ‘ Cancel | Apply ‘

Puc.11.15. Oxno oobasnenus annpokcumupyroujei QyHKyuu Ha 2pagux.
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a o

Puc.11.16. Annpoxcumayus 3KCnepumMeHmanbHbix mouex pacnpeoeieHus no

pasmepam Kpucmaiilos UcXoOH020 OKCUOA YUHKA JIOCHOPMATbHOU (DYyHKYUel.

JIOMOJIHEHME.

B ciuywae pacnpenenenusi, kak Ha puc. 11.3 ansg ramnata 1UMHKA,
MCIIOJIb30BaHUE OMMOJIaIbHON (PYHKIMU paclpeleieHus Mo pa3MepaM KpUCTaJIIOB
oueBuHO. Hipke mnpuBenaéH mnpumep aHalin3a MOJUMOJAIBHOIO pacIpeeaeHus

YaCTHI] 110 pa3Mepam.

Ha puc. 11.17a nokazano COM u3o0pakeHre OKCcHja IUHKA, MOABEPTHYTOTO

oOpaboTke B aBTOKJIaBe B pactBope 25% ammuaka npu 220°C B TeueHue 6 d.
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Kpucramnel umeror o0nuk, Onu3kuil Kk n3omeTpuaHoMmy. Mopdosorus u pazMepbl
KpUCTAJIIOB TI0 cpaBHeHHI0 ¢ COM ¢oto Ha puc. 11.3 3ametHo m3meHmnuch. [lpu
ananu3ze COM wuzoOpakeHHil 3Toro obpasiia U3MeEpsuics CTAaTUCTHUYECKUN AuameTp
yactull. ['uctorpamma pacnpeznenenus no pasmepam s 4981 uucia M3MepeHHbIX
KpucCTaJIoB mpuBeneHa Ha puc. 11.176. lar paz6ouenus 0,044, nayano orcuéra —
0,008 MKM. ANMpoOKCUMAllMi CPEIHEH IIJIOTHOCTH BEPOSATHOCTH OUMOAAIBHON
dbyHKIMENH JorHOpMalibHOTO pacnpeneneHus (puc. 11.176) mokasbiBaeT, 4To TOYKH

OKOJIO MaKCMMYyMa pacCrpeacICHUsA U ClipaBa OT HETO 3aKOHOMCPHO OTKIIOHAKOTCA OT

PacYETHON KPUBOM.

0,044 - D008 04672000248 4081
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Puc. 11.17. Mopghonoeus okcuoa yunka, obpabomanHo2o 6 4acos 8 pacmeope
ammuara npu 220°C (a),; eucmozpamma pacnpeoeieHus KpUCmaiios no pasmepam
(0): Hasepxy yKazaHvl XapaKkmepucmuxy pazouerus, apu@pmemuseckuti cCpeonull
pasmep u Yucio NOOCYUMAHHBIX YACUY, ANAPOKCUMAYUSL MOYeK 08YMs (8) U

mpemsi (2) MOOYAMU NTOCHOPMATbHOU QYHKYULU.
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[Tpu anmpokcuManuu (QYHKIHEH C TpeMs MOAYJISIMHU OTKJIOHEHHUS TOYEK
3aMeTHO yMeHbInaroTes. OgHako B yBennueHHOM Maciitade (puc. 11.18a) B obnactu
pasmepoB 0,7-1,5 MKM TOYKH JI€KaT BBHIIE KPUBOH C OOJBIIMM pazOpoOCOM.
HeGonpmoe yBenuuenue mara pasouenust 10 0,048 cHmkaer pa3dopoc Touek (pwuc.

186). Anmpoxcumanus GyHKIMEH ¢ YeTHIPEMSI MOAYJISIMU HE YCTPAHSIET OTKIIOHECHUE
TOYEK OT PACYETHON KPUBOM.
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a o

Puc.11.18. Annpoxcumayus sKcnepumMeHmaibHblx mouex Qyukyuel ¢ mpems (a) u

yemwvipoMsi (0) MOOYIAMU.

Ha puc. 11.19 npencraBieH pe3yiabTaT anmpoOKCUMAIMKN YKCIEPUMEHTAbHBIX
TOYEK pachpeiesIeHUs Mo pa3MepaM KpUCTANIOB JIOTHOPMAIBHOM (PYHKIIMEH C MATHIO

MOIYJIsIMU. BHJIHO, 4YTO TOYKM XOpOIIO JIOXKATCA HAa PACUETHYIO KPHUBYIO.
JIeKOHBOJIIONMS 3aBEPLIECHA.

ATTIPOKCHMAIIHS TOYEK JIOTHOPMAJILHOW (PYHKIIMEH ¢ HECKOJIBKUMHU MOIYJISIMA
IpH UCMOJb30BaHUU mporpaMMbl Origin mpeamnojiaraeT BBEJACHHE W COXpPaHCHHE
cootBeTcTByromux ¢yHkuuid B okHe «NonLinear Curve Fitting: Edit Functiony

(puc.11.126, cnpaBa, BTopasi KHOIIKA CJeBa HA MaHEIH HHCTPYMEHTOB).
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PazMep KpHCTANIOR, MKM
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Puc. 11.19. Annpoxcumayus 3KCnepuMeHmaibHbvlX MoueK pacnpeoesenus no

pasmepam Kpucmanios 102HOPMAibHOU QYHKYUell ¢ namvio MOOYIAMU.

Huxe npuBenéH Bua JOTHOPMAIbHBIX (DYHKIIMI C pa3HbIM YUCIOM MOJYJICH.

HyXHO uMeTh B BUAY, UTO MpOrpaMMa 4yBCTBHUTENIbHA K opdorpaduu U B 3amnucu

(dhopMyJ1 HUYETO HE HAJI0 MEHSTD.

Lognormal

y = y0 + A/(sqrt(2*Pl)*w*x)*exp(-(In(x/xc)) 2/ (2*w"2))
y=P1 + P2/(sqrt(2*P1)*P4*x)*exp(-(In(x/P3))"2/(2*P4"2))
y0 P1

xc P3

w P4

A P2

bimodal
y = P1 + P2/(sqrt(2*P1)*P6*x)*exp(-(IN(x/P4))"2/(2*P6"2)) +
P3/(sqrt(2*P1)*P7*x)*exp(-(In(x/P5))"2/(2*P7"2))

y0-P1

Xc - P4, P5
w - P6, P7
A-P2,P3
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threemodal

y=P1l+
P2/(sqrt(2*P1)*P8*x)*exp(-(In(x/P5))"2/(2*P8"2)) +
P3/(sqrt(2*P1)*P9*x)*exp(-(In(x/P6))"2/(2*P9"2)) +
P4/(sqrt(2*P1)*P10*x)*exp(-(In(x/P7))*2/(2*P10"2))

y0 - P1

Xc - P5, P6, P7

w - P8, P9, P10

A -P2,P3, P4

fourmodal

y=Pl+
P2/(sqrt(2*P1)*P10*x)*exp(-(In(x/P6))"2/(2*P10"2)) +
P3/(sqrt(2*P1)*P11*x)*exp(-(In(x/P7))"2/(2*P11"2)) +
P4/(sqrt(2*P1)*P12*x)*exp(-(In(x/P8))"2/(2*P12"2)) +
P5/(sqrt(2*P1)*P13*x)*exp(-(In(x/P9))"2/(2*P13"2))

y0 - P1

xc - P6, P7, P8, P9

w - P10, P11, P12, P13
A -P2,P3, P4, P5

fivemodal

y=P1l+

P2/(sqrt(2*P1)*P12*x)*exp(-(In(x/P7))"2/(2*P12"2)) +
P3/(sqrt(2*P1)*P13*x)*exp(-(In(x/P8))"2/(2*P13"2)) +
P4/(sqrt(2*P1)*P14*x)*exp(-(In(x/P9))"2/(2*P14"2)) +
P5/(sqrt(2*P1)*P15*x)*exp(-(In(x/P10))"2/(2*P15"2)) +
P6/(sqrt(2*P1)*P16*x)*exp(-(In(x/P11))"2/(2*P16"2))

[ToxpobGuee o padote ¢ Origin B http://helplabl.narod.ru/Origin.htm#Histogr
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V.IIPEACTABJIEHHUE PE3YJIbTATOB PABOTbI

PaGora cocTouT u3 JABYX 4YacTeW: SKCIEPUMEHTAIBHOM — CHHTE3a
MEJIKOKPUCTAJUIMYECKOTO0  IOPOIIKA, HCCIACNOBAHMS IPOAYKTa C  IIOMOIIBIO

CKaHHMPYIOIIETO AJIEKTPOHHOTO MUKPOCKOIA, 1 00pabOTKU PE3yJIbTaTOB.

[Ipu omMcaHny CUHTE3a MEJIKOKPHCTALUTUYECKOTO MOPOIIKA MPEACTaBUTD IS
KaXaoro oOpasma pacdy€rT 3arpy3kd  aBTOKJIaBa peareHTaMu ¢ y4€ToMm
CTEXMOMETPUUYECKIX COOTHOIICHUH M KOJIUYECTBA BOJbI, 3AIMBAEMOIN BHYTPh U BHE
BKJIQJIbIIIA TIPH KO3 PUIIMEHTE 3an0THEHUsST cBOOOAHOTO mpocTpaHcTBa 0,2. Yka3arhb
pacu€THOE KOJIMYECTBO BOJBI B aBTOKJIaBE B KOHIIE CHHTE3a U KOJHMYECTBO BOIBI B
BUJIE KOHJEHCATa, BBUIMTOIO M3 aBTOKJIaBa. B IpHMe4YaHUU OTMETUTh COCTOSHHE
OpOAYKTa CHHTE3a B KOHTEHHEpe: BIAXKHOCTb, LBET, XapakTep 3aloJHEHHUS

KOHTEWHepa, YCaJIKy, €CII OHa 3aMeTHA.

Tabnuya 11.1.

Pearentsl [IponyKThI [Ipumeuanus

@opMyIIbl BEIIECTB

MoustekynsipHbIi BEC

KomnnuecTBO
rpaMMOB

Tabauya 11.2

ABTOKJIaB

Bec mycroro

Bec ¢ Bogon

Macca Boasl/CB0OOIHBII 00BEM

PacuéTHOe KOIMuecTBO BOJIBI

3aIuTO B KOHTEUHED

Bruinto KoHIIEHCAaTa

Pe3ynbTarhl 3J1IEKTPOHHO-MHUKPOCKOITUYECKOT0 MCCISA0OBAHUS MPEACTABIIATh B
dhopme, mokazanHoi Ha puc. 11.17-11.19.
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Otuér o mpoBeaéHHON paboTe MpenacTaBUTh B (PopMe, MPEeabIBISIEMON K
nyOIUKaLMIM: 1eb padOoThl, SKCIIEPUMEHTANIbHAS YaCTh, PE3YJIbTAThl U O0CYK/ICHUE,

3aKJIIOUYCHUC.
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