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Metopamu 3JIEKTPOHHOI MPOCBEYMBAIOIIE MUKPOCKONUY U PEHTI€HOBCKOI'O AN(PPaKIMOHHOIO aHAJIn3a
IeTaTbHO M3YUEH Mpollecc YKpyImHeHns namaguesoit yeprn npu 130 u 180°C. YcraHOBIEHO, UTO B pac-
TBOPAX COJISIHOHN KUCIOTBI MPOUCXOAUT PACTBOPEHNE METAIIINYECKOTO NMAJIJIaius, CBI3aHHOE C HAINYUEM
XeMOCOpOMpOBaHHOTO KuciIopofa. IIpefosxkeH cnocob yaneHnst KUCIOPOAa ¢ TOBEPXHOCTH HaJIaineBOM
yepHH 0e3 3aMEeTHBIX U3MEHEHUH ee CTPYKTYPHBIX XapaKTEPUCTHK.

I/IHTepec K IOBEACHNUIO BBICOKOAUCIEPCHBIX Ma-
TEpUaJIOB B IIOCJIEIHEE BPEMsI IPUBJIEKaeT Bce OO0Ib-
1Iee BHUMaHKE CO CTOPOHBI Pa3JIMYHbIX I'PYIII HcClle-
moBaTenell, YTO CBA3aHO C HaJIMYUEM BecbMa He-
OOBIYHBIX CBOWCTB, KOTOpbIE KOPPEIUPYIOT C
AUCIIEPCHOCTHIO YKA3aHHBIX MATEPHAJIOB. Y HUKANb-
HbIE€ CBOMCTBAa BBICOKOAMCIEPCHBIX MaTEepHAJIOB, B
YaCTHOCTU METAJUIOB IJIATUHOBOM T'PYIIIbI, TPUBEITH
K PEIICHUIO psAfa MPAaKTUIECKUX 3a7a4 B FeTepOreH-
HOM Karanmse, 3JEKTPOHHOHU MPOMBIIIJIEHHOCTH.
CnexTp paboT, OTHOCSIIMXCS K TeMe HaHOAuCIepc-
HBIX CHCTE€M OJIarOPOAHBIX METaJIOB, JOCTATOYHO
UPOK. B KauecTBe npuMepa MOKHO BBIJEIUTD PsAf
0030poB [1-6], B KOTOpBIX paccMaTpUBAIOTCS MPO-
OyieMbl CUHTE3a C 3a[JaHHON CTPYKTYpOH, UX CTpoe-
HUe U (PU3NKO-XUMUYECKUE CBONCTBA.

B pspgy Haubouee HCOAb3yeMbIX METKOAUCIEPC-
HBIX MAaTEPHAJIOB HEMAJIOBaXKHOE MECTO 3aHMMAaeT
MeTannndeckuii namtaguid. Panee B padore [7] 6110
YCTaHOBJIEHO, UTO MAJLIaiieBasi YePHb YKPYIMHIETCS
B pacTBOpax OTHOMMEHHBLIX MOHOB, U Ha 0a3e Mmoiy-
YEHHBIX PEe3yJbTaTOB ObLI MPEJIOKECH MEXaHW3M
pocTa KPUCTAJIUTOB, aJeKBAaTHO OIMKCHIBAIOIIAN
MPOUCXOMSIIUE MPOLECCHI.

ABtopamu [7] mokasaHoO, YTO YKPYIHEHUs KpH-
CTaJIJIUTOB NMaJJIAJUEBON YEpHHU He HaOItoiaeTcs, ec-
7Y B pacTBOpe HEeT MoHOB natanusa. Hapsany ¢ atum
(pakTOM HEOOXOAUMO NOTYEPKHYTh, UTO BHICOKOJMC-
NEPCHBIN Najjaaguil YaCTUYHO PACTBOPSETCS B COMSI-
Homl Kuciore. ITogobHoe sSBIeHHME AJIT BHICOKOMMC-
MEPCHBIX MOPOIIKOB METAJIJIOB IIJIATHHOBOW TPYIIIBI
YIOMHHAJIOCh B psifie paboT [8—10]. Ha ocHoBe aTOrO
saBiaeHust aBropamu [10] mpemyiokeHO OLEeHUBATH
JAHUCIEPCHOCTh INIATHHBI B KaTajln3aToOpax Mo KOJH-
YECTBY “pacTBOPUMOI” (pOPMBI METaNIA.

Llenp Hacrosimiedl paGoThl 3akiroyajach B fe-
TaJILHOM MCCJIEOBaHNM MPOIECCOB YKPYITHEHNUS MMal-
JMaIreBON YepHU, ee MOBEAeHNsI B PaCTBOpax COJsI-
HOY KUCIOTHI IIPH MTOBBINIEHHBIX TEMIIEPATYpPaX.

OKCITEPUMEHTAIJIbHAA YACTb

CuHTe3 naymuiaiueBoil YepHU MPOBOJUIHN COTIIACHO
METOMIMKE, NMpHUBEIeHHOU B pabdore [7]. PacTtBOphbl
ABYXBAJICHTHOT'O MaJjajiusi TOTOBUIN PAaCTBOPEHUEM
COOTBETCTBYIOIIETO KOJMYECTBA XJIOPHUAA Masliafust
B 1 M HCI (B aTOM cniyyae nansnaauii HAXOIUTCS B pac-
TBOpE B BUjie KoMILUIeKcHOro uona [PdCl,]*>"). Kon-
uentpauuto namnanus(ll) ompepensimiu aTomHO-a0-
COpPOIMOHHBIM W CHEKTPO(MPOTOMETPUIECKAM METO-
namMu. KoOIWYecTBO METAIIMYECKOrO  Masjafgust
OIpefieNsiiu BeCOBbIM aHanu3oM. Kpurtepuem mpa-
BHJILHOCTH BBITIONTHSAEMBIX Omepanuii (pasjeeHue
(a3, KOnMMYECTBEHHOE OMpefeJIeHue 3ITIEMEHTOB B
pacTtBope U TBEpAOW pasze) CAyKWIO COBMNAJCHUE B
mpenienax 2% CyMMapHOTO COflep3KaHUS MAJLIAUs IO
U TIOCTe POBeeHNs 3KcnepuMeHTOB. COSIHYIO KUC-
JIOTYy WCHONB30BaNM KBamudukanuu “oc.y. 20-4”.
T'mapasvH CONMSTHOKUCITBIN — KBATN(PUKATNN “q.71.a.”.

MeTopuka npoBefeHus 3KCIEPUMEHTOB IIPH IO-
BBIIIEHHBIX TeMIlepaTypax Oblla cieayromas. B
KBaplEeBbIil aBTOKJIAB, KOHCTPYKIHS KOTOPOIO MO-
ApoOHOo onucaHa B [11], 3anmuBanu 1 M pactBop consi-
HOY KMCJIOTBI WM COJISTHOKUCIBIA pacTBOp XJIOpHfa
nanmnaaus(Il). Bo ¢proponnacroByro yameuky 3arpy-
>KaJu HABECKYy MaJIafiueBOX 4epHU. ABTOKJAB IO-
Meljajdd B KaMepy, 3allOJIHEHHYIO aproHOM, 4epe3
pactBop OapOoTHpoBanu aproH B TedyeHne 50 MUH.
3aTeM aBTOKJIaB I'€pPMETU3UPOBANIN U B BEPTUKANb-
HOM TOJIOKEHNH BCTaBJSJIM B OTBEPCTHE Bajia BO3-
AYIIHOTO TEpPMOCTAaTa, HAarpeToro Ao TpebyeMoi
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Puc. 1. ®parmenT nzo6paxkeHnst KICXOHOM MAJUTaANEBO YePHH U paclpefiesieHre YacTHIl To pa3Mepam (3 — Joiist 4acTuir).

Temnepatypsl. Yepe3 20 MUH BKITIOYAIH IEPEMEIIIN-
Banue. [Ipu Takoii npouenype TBepaas u Xunkas ga-
3bI HArpEBAIOTCS MOPO3Hb [0 3aJlaHHON TeMIlepaTy-
pbl, a 3aTeM NpUBOAATCA B KOHTAKT. [lo ncreuennn
TpeObyeMOoro BpEMeHH! aBTOKJIaB ObICTPO OXJIaXKAaH.
Ocafiok OTAEeasAIn OT pacTBOpa, MHOTOKPATHO MPO-
MBIBAJIM IUCTUINIMPOBAHHOW BOAON A0 OTpHULIATENb-
HOHIl peaklIMM Ha XJIOPWA-UOH, BBICYIIMBANM JIO IO-
cTostHHOI Maccel tpu 80°C oy BaKkyyMOM U B3BEILIH-
BaJIH.

PentrenoBckue nudpaklMOHHbIE TaHHbIE MOJY-
Yajiu Ha NMOpolKoBoM aucdpakromerpe JPOH-4M.
MuKpOCTpYKTYpHBIE XapaKTEPHUCTHKH MaTepHaioB
ONpEJEIsNIA C TOMOIIBIO MOJHOMPO(UIBHOTO aHa-
Jau3a peHTreHorpamm mno merony Putsenbpa [12].
[TonnonpodunbHOE YTOYHEHHE NPOBOJUIH METO-
IOM MUHUMH3allMM TPOM3BOAHON paszHoctu [13].
IIpn mopenmpoBaHuM NpouiIsi PEHTIEHOTPAMMBI
ucnonb3oBamm  (yakuo TCH-pseudo-Voigt [14],
KOTOpasl MO3BOJIIET YYUTHIBATh BIUSHUE Ha PopMy
MMMKOB MPUOOPHON COCTABISAIOLIEH, MUKPOHATIPSIKe-
HUI W pa3Mepa KPUCTAUIATOB. [INIs1 onpeneneHus
MPUOOPHOTO YIIUPEHHUS] HUCIONb30BAIM PEHTTEHO-
rpaMMy KpyNHOKPHCTAJUIMYHOTO oOpa3na KOpyHfa.
JInst ydeTa HOMOTHUTEIBHOIO aHU30TPOIHOTO YIIH-
pEeHus BCIEACTBUE HAMMYUS OIMOOK YIIaKOBKH MPH-
MEHSIM METOJUKY, ONIUCAaHHYIO B paboTe [15].

MukpocTpyKTypy (pa3mepbl U MOP(OIOrUI0 va-
CTHUL) 00pa3L0B UCCIEOBATY C TOMOIIBIO IPOCBEYH-
BaIOIIETO 3JIEKTPOHHOro Mukpockona [TPOM-200
(npu yckopsromeM HanpsikeHnn 100 kB). O6pa3nel
MEJIKOAMCIEPCHOTO NaJIJafusl NMpenapupoBalu [Jis
3JIEKTPOHHO-MUKPOCKOIIMYECKUX HUCCIEJOBAHUN ITy-
TEeM ANCIEPTUPOBAHMS NOPOLIKA B AUCTUILINPOBAH-
HOIl BOJie C IIOMOUIBLIO YJIBTPa3BYKOBOI'O JucIEpra-
topa (Y3JJH-A) B Teuenue 5 muH. [Tocne atoro mno-
JYYEHHYIO B3BECh MOPOIIKA B BOJAE PacCHbUISUIA C
MOMOILBIO YIBTPa3ByKOBOI'O JUcCIEpraTopa Ha KoOJ-
JIOJUEBYIO IIJIEHKY-NOAIOXKY (ToNmuHON ~10 HM),
BBICAa3KEHHYIO Ha METHYIO 3JI€KTPOHHO-MUKPOCKOIIH-

XKYPHAIJI ®U3NYECKOM XUMHNKN

YECKYIO IPOCMOTPOBYIO CETOUYKY. AOCOIIOTHOE 3Ha-
YEHUE 3EKTPOHHO-MUKPOCKONUYECKHUX YBEINUECHUN
onpepeIsm no TecT-06bekTy 1200 H/MM.

OBCYXIEHUNE PE3YJILTATOB

HopMupoBaHHbIlI Ha 00BEM CpeHUN pa3zMep
KPUCTAJINTA, ONPEICICHHbINA B PE3yIbTaTe MOIHO-
PO UILHOTO YTOYHEHUS, I UCXOAHON Tasuiajue-
BoI1 uepHu coctaiusgeT ~40 uM. Ha puc. 1 mpuBeneHb!
(pparmMeHT W306pasKeHNs NCXOTHON YePHU, CHHTE3H-
pOBaHHOM IO MeTofMKe [7], M pacnpefescHue 4a-
CTHUL[ IO pa3Mepam.

Yactuupl nmamiagus UMEIOT CpPefHEeOOBEMHBIN
pasMep ~39 HM, YTO XOPOIIIO COTIIacyeTcsl C TaHHBIMH,
MOJIyYEHHbIMM IPHM IHOMOIIM PEHTTEHOBCKOIO [u-
(ppakIMOHHOTO aHanm3a. JTO CBUJETENBLCTBYET O
TOM, YTO YaCTHIbl NaUIafinsd MMEIOT MpeuMylle-
CTBEHHO MOHOOJIOUHYIO CTPYKTYypy. B menom uacru-
I[bI UMEIOT (popMy, OIU3KYIO K chepUudecKoil, u arpe-
TUPOBaHbl MEXAY cOOOf B JOCTAaTOYHO MJIMHHBIC
HEemoYKA. ABTOPBLI paboThI [16] MeTOmOM BBICOKO-
paspeuiaroneil 3JIeKTPOHHOH MUKPOCKOIINY MTOKa3a-
7, 9TO IUIATHHOBAsI YepHb MpPeAcTaBisieT coOoil ar-
perupoBaHHbIE B IeNIU KpUCTAIUINTHIL. [1pu aTom cie-
ayeT OTMCTHUTD, 4qTO yciaoBus CHUHTE3a (TI/IH
BOCCTAHOBHUTEISI, TeMIEpaTypHbIil fuana3oH, pH
Cpefbl U T.[1.) UICHTUYHBI YCIOBHUSIM CUHTE3A, UCTIONb-
30BaHHBIM B HacTosieir pabore. OTHOIIEHHE, pac-
cunTa”Hoe 1o gopmyite [17],

M = deo/ dew, (1)

rae ey 1 doy — CpEIHEUUCIIEHHBIN U CpeHEMACCO-
BBII pa3Mep YacTHUI[ COOTBETCTBEHHO, CIYXKUT KpU-
TepreM NONMANCIIEpCHOCTH 0Opas3na. [17s1 ciyuas mc-
XOJJHOH yepHU BennuunHa nonupucnepcaocru (IT) co-
craBuna 0.87.

ITpu KOHTaKTE MaMIagUEBOR YEPHU C COTISTHOKUC-
AbIMH pacTBOpamu xjopupaa namnaaus(Il) nadmroga-
Ne 8
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eTcs yBeJMYeHNe pa3MepOB KPUCTAJIUTOB IO BCEM
HaIpaBJICHUSIM, TIPOUCXOJISAIIEee TPUMEPHO C OflMHA-
KOBOH CKOPOCTBIO. CKOPOCTh YKPYIHEHHS 3aBHCUT
oT TemriepaTypsl. Tak, npu 180°C uepe3 60 MuH uH-
TerpaJbHas MIMpUHA JU(DPaKIMOHHBIX JIMHUH OIr3Ka
K MHTETPAILHOM IIUPUHE CTAHAAPTA, T.€. K BEJINYNHE,
OOYCIIOBIEHHON MHCTPYMEHTAJIBHBIMU (PaKTOPAMHU.
ITpu aTom peHTreHorpaduiecku He 3a(puKCUpPOBaHO
3aBUCHUMOCTH CKOPOCTH YKPYIHEHHS KPHUCTAJUINTOB
oT kKoHleHTpanuu nannagusa(ll) B puanazone ot 1 X
x 1073 1o 5 x 102 mounb/1.

ITocne 60 MUH KOHTaKTa HajlafileBOl YEPHH C
COJISSHOKMCIIBIM PacTBOPOM XJIOpHAA Hajlafgus Ipu
130°C nenu craHOBATCS KOpOYe 110 CPAaBHEHUIO C HC-
XO[IHOW YEPHBIO, & CPEJHUAN YUCICHHBIN pa3Mep yBe-
JnyuBaeTcs 1o 65 uM. B quanazone 45-90 HM J1eKUT
~90% vacTu, npu4eM HabIIFoflaeTcs JOCTaTOYHO IIIH-
pokuil MakcuMyM pacnpepeienusi. [1o peHTrenorpa-
(pmyeckuM JlaHHBIM pa3Mep KpHUCTAIIUTOB ~60 HM.
OTHollIeHNe CpeHEeYNCIEHHOro pasMepa K cpejHe-
MMOBEPXHOCTHOMY JIJIs1 3TOro Marepuana pasHo 0.71,
YTO CBUJIETENBLCTBYET O BO3PACTAHUU NOJIUAMCIED-
HOCTH CHUCTEMBI.

B pesynbraTe ykpynHenus yepuu npu 180°C B Te-
yeHue 1 4 pa3Mepbl YacTul] yBETMYUBAIOTCS IO CPaB-
Henuto ¢ nonydeHHbiMu npu 130°C. CpegneoObeM-
HbIi pa3mep pocturaetT 200 HM, YacTHIbI MeHee
70 HM He OOHApY>KHUBAIOTCS, IPU 3TOM IOJUJUCIIEDC-
HOCTh yBeanmuuBaeTcsa o 0.60, 1 IpOUCXOAUT Aaib-
Helllllee YKOpauuBaHUe IENel, MINHA KOTOPBIX yXKe
He npesbimaeT 20 3BeHbeB. TakuM 00pa3oM, faHHbIE
3JIEKTPOHHON MHUKPOCKONUHN M PEHTTEHOBCKOTO M-
(ppakuMOHHOrO aHaIW3a yKa3blBalOT, YTO B PE3Yilb-
TaTe KOHTAKTA NAJJIaINEBON YEPHU C OJHOUMEHHDI-
MH MOHAMH IPOMCXOJHUT POCT KPUCTAIIUTOB M Ya-
CTHILl TNa/Iafius, YMEHbIIaeTcs MJIMHA Lenel, u
BO3PACTAET NOJIUAUCIEPCHOCTD.

ITpu yBenuyeHnn BpeMeHU YKPYITHEHMsI TaJliajue-
BOU YepHH 10 6 4 HabmroaeTcs falbHENIIUI pOCT Ya-
CTHI], CPEJHAN pa3Mep KOTOpbIX mocTuraeT 750 HM.
ITpu sTom nonuaucnepcHocTs ymenbiaeTcs 1o 0.86,
YTO CBSI3aHO, TO-BUIIMOMY, C BELIDABHUBAHUEM JHEP-
FeTUYECKON HEPaBHOLIEHHOCTH YacTull. Takum oOpa-
30M, BapbUPYs TEMIEPATYpPy, BpeMsl, a CIeloBaTeb-
HO, W CKOPOCTb MIPOIIecca, MOXKHO IieJIeHaPaBISHHO
U3MEHSITh pa3Mephbl YacTHI] MaJJagueBON YepHHU B
IMUPOKUX MpefIeIax.

B pabGote [7] ycTaHOBIEHO, YTO B OTCYTCTBUE
MOHOB NaJUIaUs B PACTBOPE YKPYITHSHUSI KPUCTATLIIH-
TOB He HaGmogaeTcss. OrHaKO HEOOXOUMO TOTIEePK-
HYTb, YTO INajajaagucBast qepr JaCTUYHO paCTBOpﬂeT-
cs B coJstHON KucioTe. PaHee mporecc yacTmyHOTO
pacTBOpPEHNS BLICOKOINCIIEPCHON IJIATHHBI OTMCAH B
psape pa6ot [8—10], npuyeM pacTBOpeHHe HabIrOfa-
JIOCh laxke B TeX CIydvasix, KOrja MpOBOAWIOCH TIIA-
TENBHOE yAaJieHne KHUCIOpOoAa BO3AyXa W3 Ta30BOM
¢asbl u pactBopa. ABTOpHI [10] Ha OCHOBE 3TOTO $IB-
JIEHUSI IPEMITOKUIN OIIEHUBATh TUCIIEPCHOCTD IIATH-
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Puc. 2. 3aBUCHMOCTD YHCIIa MOJIEH [BYXBAIEHTHOTO TAJ-
Jamust B pacTBope (N) OT OTHOIEHHST HABECKH K {aMeT-
py wacrui (nVd).

HBbI B KaTanu3aTopax. Mbl BBISICHUIH, YTO IIPOLECC
YACTMYHOT'O PACTBOPEHMS Majiagus B pacrsope 1 M
COJITHOM KUCIOTHI B cpefie aproHa npu 130°C 3aBep-
maercs 3a 15 muH, a npu 25-30°C — B Teuenue 1 u.
KonuuecTBo pacTBOpeHHON NaNjaafueBOll YepHH
YETKO KOppeNupyeT C ee IJIOLIAfibl0 IOBEPXHOCTH,
pacTBOPUMOCTU NMOPOLIKOB, UMCIOHIUX OJUHAKOBLIC
CTPYKTYpHBIE XapaKTEpPUCTUKH, B IIpefeax OmmOOK
OIIpEfie/ICHNs] COBIIAJAOT.

HawnGonee BepoaTHBIM OO BSICHEHHEM 3TOTO (pak-
Ta MOKET CIYXUTb HaJNYAE XeMOCOPOMPOBAHHOTO
KHCIOpOAa Ha TOBEPXHOCTH YEpHHU, O YeM CBHJIE-
TEJILCTBYIOT AaHHBIE PHC. 2, KOTOPbIE XOPOIIO ONH-
CBIBAIOTCS CIEAYIOIINAM YPaBHECHUEM:

2CpqqyV = 6am/dp, )

i€ Cpyqp — YBENUUEHNE KOHIEeHTpauuy najagusi(Il)
B PacTBOpE COJISTHOM KUCIOTHI, V — 06'bEM pacTBOPa;
p — mnoTHOCTh nayutaausi(0); M— Macca HaBeCKH maj-
nanusa(0) (BapbupoBasiack B amama3zone ot 50 go
550 mr); d — quameTtp gactur (28, 60 u 200 HMm); O —
KOJMYECTBO KHCIOPOfa, aficopOMpOBaHHOrO Ha efiN-
Hute wiomanu. HafinenHoe 3HaueHue O yIOBIETBO-
PUTEIBHO COIacyeTcs ¢ JaHHbIMU [18].

[l nmpefoTBpallleHus] IOSBIEHUS B PacTBOpE
HOHOB IaJIafysl UCIOJIb30BalH JiBa ciocoba. B nep-
BOM CJIy4ae B aBTOKJIAB BBOAWIN 1.5-KpaTHbINA N30bI-
TOK COJISHOKHCJIOTO Tufpa3vHa II0 OTHOLIEHHUIO K
CpefHeMy KOJIMYECTBY PacTBOPSIEMOro MeTajlla; BO
BTOPOM — HCIOJB30BAIM YEpPHb, NPEABAPUTEILHO
00pabOTaHHYIO PACTBOPOM COJISTHOM KHUCIOTBhI IO
BBbIIlIE ONHCAaHHOMY crnioco0y. M1 B ToM, U B ipyrom
cllydasiX ABYXBaJEHTHOTO MaJIJIafiusl B pacTBOpe He
oOHapyxkuiu. PenTreHorpaguyeckue ncciegoBaHus
TBepflof (pa3pl NMOKa3zanHW, YTO U3MEHEHUs] WHTe-
rpaIbHON IIMPUHBI AU(PAKIMOHHBIX JUHUHI HE TIPO-
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UCXOMISIT B Te€UEHUE JITUTENIHLHOTO BpeMenu (~12 u) Hu
mpu 130, Hu npu 180°C. D1€KTPOHHO-MUKPOCKOIH-
YeCKUM METOJOM TaK:Ke He OOHApYKeHbI U3BMEHEHUS
B pa3Mepax 1 MOp(pOJIOrun 4acTull.

IToguepkHEM, YTO N3MEHEHHE Pa3MEPOB U MOPO-
JIOTMYW YacTUl] NaJIJIafiIueBON YEPHU CBUMIETENHLCTBYET
B MIOJIB3Y 3JEKTPOXMMHUYECKOTO MEXaHW3Ma mpoliecca
NEPEKPUCTAIIIN3ALUH, TPEIIOKEHHOTO B [7].
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