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1. BBegeHue

1.1. O cucreme Pd-H

Cpenu metamnoB, ciocoOHBIX abcopOUpOBaTH BOJAOPOJ, NMaIaauil BbIAEISETCS COCO0-
HOCTBIO 00paTuMo abcopOMpOBaTh 3HAYUTEIHHOE KOJMYECTBO BOAOPOAA B OTHOCUTEIILHO MSIT-
kux ycnoBusx. ITo atoit mpuuune cucrema Pd-H siBisieTcst 09eHb YAOOHOW M TPaIUuIIMOHHO HC-
II0JIb3YE€MOM MOJIENBHON CHCTEMOM I UCCIEAOBAHUA IPOLECCOB DIIEKTPOXUMHUUECKOIO THIPH-
poBanus MetauioB. [logpoOHast MHGOpPMALUS O CTPYKTYpHBIX M TEPMOJMHAMUYECKUX CBOUCT-
Bax 3TOM CHCTEMBI, a TAKXKE O TPAHCIIOPTE BOJOPO/1a B NAJIAANU, AOCTYNHA B KHUrax [1-3].

Meranmudeckuii mayutaauii abcopOupyer BoAOpo Kak M3 ra3oBod (as3wl, Tak W U3 pac-
TBOPOB IIPU 3JEKTPOXUMHUYECKON MONSIpU3aLMK C 00pa30BaHUEM HECTEXMOMETPUUECKUX TUAPH-
noB namnanus (PdH,). B mocneaneM cityyae NpoTeKaeT 3MeKTPOXUMHUYECKHH Mporecc:

H,0" +e(Pd)=H,0+ PdH

[Ipu sToM 3¢ pexTrBHOE NaBIeHNE BOAOPOIA Fy,, onpenensercs NOTCHIMANOM 3JIeKTpoza £:

[,
E=E,—0.05911g| Y™ (1)

a,.

[Je @,. - aKTHBHOCTb HOHOB I'M/IPOKCOHUSI, & YHCIICHHBIA KOO(QQUIHUCHT OTBEYACT TeMIIepaType

298 K.

Pasznuyarot nBe hopmbl PdH,:

e «a-¢a3za: HU3KOE cofiepKaHUe BOJAOPOa B TUAPUIE, UCKITIOYAIOIIEee B3aUMOICHCTBUE Me-
x1y aromamMu H (BennumHAa aTOMHOTO OTHOLIEHHS BOAOpoja K namtaguio (x=H/Pd) ne
npessbimaet 0.008+0.002 npu T=20 °C);

e [-¢a3a: BbIcOKOE colep)KaHHE BOJOpOAa, aroMbl H B3anMoIeHCTBYIOT MeXTy coboit
(H/Pd ue menee 0.607+0.002 mpu T=20 °C).

[Ipu npomeXyTOUHBIX 3HAUEHUSX X a- U f-(a3bl cocyllecTBYIOT. PaBHOBeCHOE JlaBiIeHHE
¢da3zoBoro mepexoja OTBEYaeT MOTEHIMATY Mepexoaa Mexay o- u f- gazamu ~0.06 B B mkane
oOpatumoro BogopoaHoro aekTpoaa (OBD) B ToM ke pacTBope.

IMapapun nanmnagus npu x<I o6namaer CTPYKTYpOM M30TPOMHO PACIIUPEHHOM T.IL.K. pe-
MIETKH METaJNIMYECKOM MaTpHIbl, B KOTOPOM aTOMBbI BOJOPOJAA 3aHMMAIOT YacTh OKTadJApUye-
CKUX TMO3ULUNA. 3HAYCHHsI MMOCTOSHHBIX PEETKU YUCTOr0 Pd, o- u f-(a3 coCTaBISIOT COOTBET-

CTBCHHO!

aps=3.890 A; a,= 3.890-3.894 A; as (x)>4.025 A.



Jlyig onucaHusi 3aBUCUMOCTH COCTaBa o-(a3bl rUApuaa Nauiaaus B HEKOTOPOM HHTEpBa-

Jie TaBJieHU nmpuMeHnMa u3otepma Cuseprca (2):
[P, =K x (2)

1
rae K;— xoncranta CuBeprca (KOHCTaHTa paBHOBecHs mporecca Pd + x ) H, 2 PdH ).

CopOunoHHbIe CBOMCTBA MaJUIAAMS 3aBHCAT OT JE(PEKTHOCTH €ro KpUCTAJUIMYECKOH pe-
MIETKU: HANpuMep, Ae(GOpPMUPOBAHHBIN U JUCHEPCHBIN MaIAANN, XapaKTEPU3YIOIIHECs CHIIb-
HBIMU UCKaXEHHUSIMH KPUCTAITMYECKON PElETKH, B psijie ciiydyaeB 00janaioT 0osbliel copouu-
OHHOM €MKOCTBIO, YeM MACCHBHBIN MaJUTaiuii ¢ HU3KOW KOHIIEHTpanuei nedextos. [Jaxe npu
CPaBHUTEIBPHO HU3KOH KOHLIEHTpPAIUH J1e(EKTOB KOJIMUYECTBO COPOMPOBAHHOTO B a-(ase mpu
OJIHOM U TOM JK€ JAaBJICHUU BOJOPOAa MOXKET B HECKOJIBKO pa3 OOJIBIIMM, YEM ISl OTHOCUTEIBHO
6e3nedexTHOrO 0oOpasia.

Jns ananuza cBOWCTB a-(ha3bl ruapuaa AePEeKTHBIX MaTepUaioB M3 Maiagus MOKHO
MCIIONIb30BaTh TOJIXO]I, MPEAIOKEHHBI B padoTe [4]. ATOMBI pacCTBOPEHHOTO BOJOPO/Ia B MaJ-
JaIu TIPEIIONaraloTcs CYIIeCTBYIOIUME B IBYX (hopMax: ciabo cBSI3aHHOTO BoJopoja (JIoKa-
JIM30BaH B MOJIOCTAX 0e3/1e(peKTHON KpUCTAINTMYECKON PeIETKY NaJljIaius) U CUIILHO CBSI3aHHO-
ro Bojpopoaa (x;) (Jlokanu3oBaH Ha Je(eKTax KPUCTANIMYECKOW CTPYKTYpbl — B “JIOBYIIKax
(traps)”). KonudecTBO mocieqHero orpaHMueHO KOHIEHTpaIMel peleToYHbIX 1e()eKTOB Hasiia-
nusi. PacTBOpEéHHBIE B Majuiaii aTOMbl BOJIOPOJA HAaXOASATCS B PaBHOBECHU C ra3000pa3HbIM
BOJIOPOJIOM, KOHCTAHTbI PABHOBECHSI:

X—Xx

f 3)
P

Hy

K, =

X,

K = ‘ 4)

((x—xt)~(x,° —xt))

rae K, — xoncranta Cueprca 1 6e31e()eKTHBIX Y4acTKOB, K — KOHCTaHTa PaBHOBECHUS MEXTY

BOJIOPOJIOM B JIe(DEKTHBIX U 0e3/1e(DEKTHBIX MO3UIIHSIX, xt0 — KOHIICHTpaIus 1e()EeKTHBIX MTO3UIIHHA

B iehopMupoBaHHO# penreTke. OOIIee KOJTUIECTBO PACTBOPEHHOTO B MAJUIAJANU BOIOPOIA:

R

Jlis oueHb pa30aBIEHHBIX TMAPUAHBIX (a3 1e(EeKTHBIX MaTepHaloB peanu3yeTcs Ju-

)

HEHHAs 3aBUCUMOCTb X OT /P,



P
x=%d=x?—ﬁ ©)

KS
Benmuuan: Ks, onpez[enéHHHe IJId SJICKTPOJIMTHYCCKUX OCAAKOB Haljiaausa COCTaBJIA-

10T, KaK IpaBuiio, ot 2 10 6 atm’”.

1.2. JueKTpoocaxaeHUe Nnaiasus.

OpuuM U3 CrIocOOOB MOTYYEHHSI AUCTIEPCHOTO e()EKTHOTO MaTaAusl SBISETCS dIEKTPO-
JUTHYECKOE OCaxk/eHue (MoAPOOHO 0 MEeXaHU3Max IMPOILECCOB IEKTPOKPUCTAILIHIAIUN MOKHO
npountatk B KHUTE [5]). [IpenMyiecTBaMu 3JIEKTPOOCAKICHUS TTepe] XUMHUUSCKUM OCaXKICHH-
€M SIBJIIOTCS: @) BO3MOYKHOCTH YITPABJICHUS MHKPOCTPYKTYpPOH Ocajika (CIeI0BaTeIbHO, U €ro
COpPOLIMOHHBIMU CBOMCTBaMHM) MYTEM BapbHPOBAHUS MOTEHIMANIA OCAXICHUS; 0) BO3MOXKHOCTh
KOHTPOJISI KOJIMYECTBA OCAXKAEHHOTO BelIeCTBa (M0 BEIMYMHE MPOMYIIEHHOTO 3apsiia); B) BO3-
MOKHOCTh OCKJCHHS METala ¢ 3aMETHOM CKOPOCTBHIO TPU KOMHATHOW TeMIlepaType U HOp-
MaJIbHOM JaBJieHHH. OTpaHUYeHUs 3TOTO0 METOJIa CBS3aHBI C HEOOXOAMMOCTBIO HUCIIOJIB30BaHUS
NPOBOJISIINX TOJUIOKEK, H3TOTOBJICHUS! KOHTAKTOB K HUM U 00CCIICYCHUS] XUMHUYECKOW COBMEC-
TUMOCTH TOJJIOKEK U KOHTAKTOB C PACTBOPOM, U3 KOTOPOTO MPOUCXOIUT OCAKICHHUE.

Ha cerogusimnuii 7eHb U3BECTHBI AECSITKU JICKTPOJIUTOB JIJISl OCAKCHUS nauiaaus [6],

HanboJiee MoAPOOHO U3YUEHO OCaxaeHUE Pd W3 KUCIIBIX paCTBOPOB XJIOPUIHBIX KOMILJIEKCOB Pd

(1D (Eg i /d =0.623 B B mikasie CTaHAAPTHOTO BOJOPOJIHOTrO 31ekTpoaa). Llupokuit nnTepsan
P

MOTEHIIMAJIOB, B KOTOPOM BO3MOXKHO OCax/ieHue Pd M3 TakUX pacTBOPOB, MOXKHO YCJIOBHO Pa3-
JIEJIUTh Ha TpU obsactu: 1) ocakaeHre B 00J1aCTU BBICOKUX NEPEHAINPsHKEHUN (£, OTpULIATENb-
Hee MOTEHIHaja o-f Tepexoja) COMPOBOXKAACTCS 00pa30BaHMEM MOJEKYJISIPHOTO BOAOPOJIA
(HgO+ + e = H,O + H») u npuBogut k hopmupoBanuio f-dasbl ruapuaa (Be3ae B JalbHEHUIIEM
AIIEKTPOJIMTUYECKUE OCAKH, TIOJYyUeHHbIE B TaKUX ycloBusaxX, o6ozHadeHsl JOPd I); 2) ocax-
JIeHHEe B OOJIACTH CPEIHUX TepeHanpsukeHui (£, MOMoKUTENbHEee MOTeHIHANA o-f Tepexo/a)
npuBOANT K oOpa3zoBanuio a-has3el Tuapuaa (AOPd I); 3) B 061acTi HU3KUX MEpEHANIPSIKEHUN
(0.1-0.2 B) obpa3yercst npakTUdeckH MIagkuil nawiaauii 6e3 npumecu Bogoposaa (30OPd III). B

IEpPBOM M BO BTOPOM CIIy4dasix HPOILECC MEKTPOOCAKACHUS JTUMUTUpPYeTCs Tuddy3uei HOHOB
2— v
[PdCl4] K TIOBEPXHOCTH JIEKTPOJIA, & B TPETbEM - KHHETUKOW MX BoccTaHoBieHHus. JOPd I

XapakTepusyercsi Hambosiee NeGEeKTHOH CTPYKTYpoil, mpu4éM NpH HEKOTOPHIX MOTEHIMAIax
OCaXJIEHUs JIOCTUTAETCsl AHOMAJIbHO BBICOKasi cOpOLMOHHast EMKOCTh (H/Pd>1 npu KoMHaTHON
TEMIIEPATYPE).

Hapsiny ¢ noTeHIIaaoM OCaXKAeHHs Ha CTPOECHUE IEKTPOOCAKAEHHOTO MAJUTAU MOXKET

BJIMSITH IPUCYTCTBUE B PACTBOPE KPYITHBIX aJICOPOUPYIOUINXCS OPraHUYECKUX MOJIEKYJI.



BaxxHoil XapaKTepUCTUKON NUCIIEPCHOIO AIEKTPOOCAKAEHHOTO MeTaia (B TOM UHUCIE
najutagusi) sBJISIETCS MCTUHHAS IUIOIAAb MOBEPXHOCTU. DTa BEJIWYMHA Ul HEKOTOPBIX CEpUi
0CaJIKOB KOPPEIUPYET C e(PEKTHOCThIO KPUCTAIIMUECKOW PEeIETKH, HO B OOLIEM ciiyyae Kop-
peIsus OTCYTCTBYET WIIM BBIPAaXKEHA OUEHb CJ1a00. DTO CBA3aHO C HEPABHOBECHOCTHIO CTPYKTY-
PbI MaJIbIX MCTATINIMYCCKHUX YaCTHUIL, BXOAAIIUX B COCTAaB OCaaKa, a TAKIKC C UX B3aMMHBLIM Cpa-

CTaHHEM.

1.3. Lesb pa6oThI

Llenbio HacTosel paboTHI SIBIISIETCS MOJyuYeHHE AUCIIEPCHOro0 Pd M caMOCOTiacoBaH-

Hasl XapaKTEPUCTHKA €T0 CTPOCHUS M COPOIIMOHHBIX CBOWCTB.



1.4. MeTo/ bl CC/IeA0BaHMS, HCIIOJIb3yEeMbIe B pa6oTe

1.4.1. DJjeKTpoOXMMHUYECKHEe MeTOAbI

A. XpoHoaMnepoMeTPUYeCKHIi MOHUTOPUHI OCAXKIECHHUS MaJJIAIHsA

B »>ToMm MCTOZC MpU MOMOIIH MOTCHHUOCTATA MMOTCHIUAJI JJICKTPOAa CMCIIAIOT OT Ha-

YaaLHOro 3HaueHus E, U 3aTeM mojjepxkupaercs noctosHubiM (Puc. 1A). C MoMeHTa yCTaHOB-

JeHus 3agaHHoro mnoTeHimana (=0 Ha
Puc. 1A) perucrpupyercs 3aBUCHMOCTH
BEJIMUMHBI MPOTEKAIOIIEro B IENu ToKa /
OT BpEeMEHH ! (XpoHOoamIeporpamma, B
AHIJIOSA3BIYHOM JIMTEpaType — current tran-
sient) (Puc. 1A). IlompobHOo 0 nmeramsix
pealM3allud U 3JEKTPOAHATUTUYECKUX
NPUIOKEHUAX ITOrO METOJa, a TAKXKE O
€ro HCIOJIb30BaHUU Ul MCCIIEA0BaHUs
KUHETUKHU 3JIEKTPOAHBIX MPOIIECCOB C yya-
CTHEM YacTHIl B pacTBOPE, MOXKHO MPOYH-
TaTh B KHUTE [7].

Kpome Toro, xponoammepomer-
pUsl UCHOJIb3YETCS Ul MCCIIEA0BaHUsl He-
CTAallMOHAPHON KHHETHUKH TMPOIIECCOB, CO-
MPOBOXKIAOIUXCS 00pa3oBaHHEM HOBOU
KpHUcTalinueckoit ¢assl [5]. B atom ciy-
yae a”Hain3 [,/ 3aBUCUMOCTEH OCYILECTB-
JSeTCsl B paMKaxX pa3iMyYHbIX Mojesei
HYKJI€allud W POCTa KPHUCTAJUIOB Ha IIO-
BEepXHOCTH [8, co cTp. 612]. B nannoi 3a-
Jlaue XpOHOAaMIIeporpamMMbl PErucTpUpy-
I0TCS B Ipoliecce MOTEHIMOCTaTUYECKOrO

DJICKTPOOCAKACHUS MAJUIaINA.

E (A)

I (B)

Pucynok 1. 3aBucumocts norenuuaja (A) u toka (B)
OT BpeMeHM B IMpouecce MNOTEHIUOCTATHYECKOIO

(Eoc=250 mB) an1ekTpoocaxkaenus naajiaams.

* B kadecTBe HaYaIbHOrO 3HAUCHUS MOTEHIMAJIa IPHU UCCIICAOBAHUU JJICKTPOOCAKACHUS METAJLJIIOB OOBIYHO HC-
ITOJIB3YIOT 0ECTOKOBBII NNOTCHI KA WA paBHOBeCHHI\/’I IMOTCHIIMAJI CHCTCMBI METaJIJI/HOH METalla.



Ecmu mponecc OCaAKACHUA NMPOUCXOAUT MApAJJICIIbHO C JPYTMMHU PCAKIIUAMU, BBIXO/ 11O

TOKY (BT) MOYKHO OLICHHUTH 110 (HopMyJIe:

m
BT = 29 .100% (7)
Mp,

TIE Mpg — Macca dIEKTPOOCAKIAEHHOTO NAJIJIAANs], ONIPENEIIEHHAsA ITyTEM IO PA3HOCTH MAacCC DJIEK-
TPOZAA J0 M IMOCIE OCAXKICHUS a Mpyq) — MACCa DIEKTPOOCAKICHHOIO NajlIaJns, ONpeacIEHHAs

110 3akony Papanes:

O Up
m,, . === (8)
Pd (1
O E T,
rae F=96500 Kin/r-3xB — uncino Papanes, O — konmmuectBo ekrpudecta (Kir), Heodxoaumoe
IUIsl BBIAEIEHUS HA JICKTPOAE Mpgq TPAMMOB MAJUIQAUS, fpg — MOJISIPHAs Macca Majulagus
(r/MOJIB); n — YUCIIO AJIEKTPOHOB, YYACTBYIOIIMX B DJIEKTPOAHOM peakuuu. KomndecTtBo aiek-

TpuuecTBa () OLIEHUBAETCS IYTEM UHTETPUPOBAHUS [,f — KPUBBIX (f, — BPEMsI 3aBEpPILUEHUS MPO-

necca):
0= j2 1dt 9)

B mporecce KatomHOTO AIEKTPOOCAKACHUS MAILIaIus W3 a’dPUPOBAHHOTO pPacTBOpa
NPOMCXOUT MapaUICIbHBIN MPOIECC BOCCTAHOBJICHUS KHCIOPOAa (BKIIAA 3TOW PEaKIMU CHITb-
Hee BBIPAXKEH B 00JIACTH HU3KHUX MEpPEHAINPSHKEHUH, MPH OCAKICHUN C KHHETUYECKHM KOHTPO-

nem). [Ipu ocaxkneHnn B 06JacTy MOTEHIMAIOB 00pa3oBaHus f-(a3sl rUAPHUIA IPOUCXOAUT Ta-

paisienabHBI IPOLECC BOCCTAHOBIEHUS MOHOB THIPOKCOHHUS (H30+ +e=H, +H20), pHYEM

oOpa3yromuecs aToOMbl BOJOpPO/a PEKOMOMHHUPYIOT, U MOJIEKYJISIPHBIM BOJOPOI yIalisercs B
pactBop. Ilpu moTeHumanax, orBevaromux odpasoBaHuio PdH,, UMEeT MEeCTO Takke MEepexo
aJaTOMOB BOJI0pOJia B 00BbEM Ocasika. ITOT MPOLIECC MOXKET MPOJOJIKATHCS 10 TEX IMOp, MOKa B
00béMe pacTBOpa He OyAeT JOCTUTHYTa KOHIEHTpauus H, miis gmanHoro noteHmana (yp-e (1)).
CoOOTBETCTBEHHO, KOJMYECTBO aTOMOB H,y, KOTOPBIE YIAISIOTCS C MMOBEPXHOCTH MO Mepe o0pa-
30BaHMs, PE3KO BO3PACTAET MPHU CHMKEHUHU E M 0COOEHHO BEJIMKO MPH MOTEHIMajax o0pa3oBa-
HUs f-(aszel. CiemoBarenbHO, BO3PACTAIOT M 3aTPaThl 3apsga Ha oOpa3oBaHue H,y, 9TO PE3KO

cHmxkaet BT.



b. BoabTamMnepomMeTpudeckoe onpeaesieHue HCTHUHHON MOBEPHOCTH

OTOT METOJ] COCTOUT B HAJIOKEHUHU Ha 3JIEKTPOJI U3MEHSIOIIErOCsl BO BPEMEHH 10 HEKO-
TOPOMY 3aKOHY NOTEHIIMAJIa U U3MEPEHUH BO3HUKAIOUIECTO B IIEMH TOKa (peructpupytorcs LE —
KpUBBIE WIM BOJbTaMIieporpammsbl). Vcronb30BaHue 3TOro Merofa Uisl W3Y4YEHHs] CTPOEHUS
ANEKTPOXUMHUYECKON MeX(Pa3zHOM TpaHUIIbl U aICOPOIMH HA DIIEKTPOJaX PAaCCMOTPEHO B KHUTAX
[8, co cTp. 324], [9, co cTp. 99], a BOIBTAMIIEPOMETPUUECKHE METO]IbI ONPEACICHHUS] UICTUHHOU
MOBEPXHOCTU METAJUIMUECKUX JIEKTPOJOB omnucansl B [10].

B nanHOW 3a/ade UCIONB3YETCS METOJl BOJIBTAMIIEPOMETPHUH C JIMHEMHON pa3BEPTKOM

MOTEHIIMANA:
dE
— =v = const (10)
dt
i V — CKOPOCTb Pa3BEPTKHU MOTEHIMAIA. MI3MepsieMblii IIPH 3TOM TOK MOYKHO MPEICTABUTDH KaK:
dE
I:C”IOJ._:CHO'I.V (11)
dt '

rae Cy,, — 001as MoJIIpu3aluOHHast EMKOCTh, CKJIa IBIBAIOIIASICS U3 EMKOCTH HOHHOT'O TBOWHOTO
CJIOS ¥ HEKOTOPOU TICEBAOEMKOCTH, OTBEUAIOIICH MPOTEKAIONIUM B CHCTEME IpoiieccaM ajacopo-
[IAU-JECOPOITUU aaTOMOB.

SIBnenune oOpa3oBaHMs aAATOMOB JIEKUT B OCHOBE 3JIEKTPOXHUMHUECKUX METOJIOB OIpe-
JIEJICHUSI UICTUHHOW MOBEPXHOCTH psijia METAIIOB. [|Jisi MeTayIoB IJIATHHOBOM TPYIIIHI B KAYECT-
B€ TAaKMX aJaTOMOB Hanbosee 4acTo UCHOb3yIoTcs agatoMbl H, O u Cu, u3mepsisi 3aTpaThl 3a-
psiaa Ha 0Opa3oBaHUE COOTBETCTBYIOIIMX MOHOCIOEB. HeoOxoaumMo OTMETHTD, YTO ISl masiia-
ISl METOJ] ONpEJIeIeHUs UCTUHHOW MOBEPXHOCTU MO aacopOuuu-aecopOuuu H HENpUMEHHM,
MOCKOJIbKY aTOMBI BOAOPOJIa HE TOJIKO aJCOPOMPYIOTCS HA MOBEPXHOCTU, HO U MPOHUKAIOT B
00béM oOpasia. COOTBETCTBEHHO, MU3MEPSIEMBIN 3apsij] OKa3bIBAETCS 3aMETHO BBIIIE, YEM OTBE-
Yaromuii 00pa3oBaHu0 MOHOCIION H.

[TpoumnmtocTpupyeM MPUHIIUI, HA KOTOPOM OCHOBAaHBI TaKW€ METOJIbI, HA TIPUMEpPE OIl-
peneneHus MOBEPXHOCTH HAJIaAus MO aJCOPOIMU KUCIOpoaa M Meau. BoibraMmmeporpaMMbl
JUISL DJIEKTPOOCAXKAEHHOTO MaJIafgusl perucTpupyrorcss B pactBopax 0.5M H,SO, u B 0.5M
H>80,+0.1M CuSO, B untepBaie norennuainon 0.3-1.25 B. B 3tom nHTEpBasie NOTEHIIMAIOB Ha
HCCJIEyEeMOM DJIEKTPOJIe BOZMOYKHO MPOTEKAaHUE MpoIecca 3apsKeHUsT HOHHOTO IBOMHOTO €05,
azcopOunu-1ecopOIMu a1aTOMOB KHCIIOPO/Ia U ME/IH:

Pd+H,02 Pd—0,, +2¢ (Pd)+2H"

Cu’" +2e¢ (Pd) = Pd-Cu,,



B 10 ke Bpemsi, TepMOAMHAMHUYECKH €II¢ HEBO3MOXKHO 0Opa3oBaHue ra3oo0pasnoro O

i ($a3oBOro OcajKa MeTajuIhye-
CKOU MEIN.

[Ipu o06paboTKe BOJIBT-
amIieporpaMM  OTpeJesieTcs: KO-
JMYECTBO JJIEKTpUYECTBa, 3aTpa-
YEeHHOE Ha JIeCOpOIUIO aJaTOMOB
kucnopona (Puc. 2A, karomHbrit
xo1 kpuBoi) wnu menu (Puc. 2B,
AQHOJHBIA XOJ KPUBOH) MyTEM WH-

TCrPUPOBAHUS:
1
Ooicy == [ 1AE (12)
Vi

3areM BHOCHUTCS TOIpaB-
Ka Ha 3apsHKeHHE MOHHOTO JBOM-
HOTO CJIOS, KOTOpO€ MpOTEKaeT
OJTHOBPEMEHHO ¢ ajacopOuuei —
necopOrueii anatomoB. B mepBom
OpUOIMKEHUH Takue IOMpPaBKU
MOXHO BBECTH MYTEM JIMHEHHOMN
SKCTPAIOISIUU  IBOMHOCIOMHOU
obmactu (cM. Puc. 2).

B mpeanonoxenun o
TOM, YTO KOJIMYECTBO AJIEKTpUYE-
CTBa, HeoOXoammoe s AecopO-
IIUU aJlaTOMOB KHclopona (Menn)

¢ 1 cM® HCTHHHOH MOBEPXHOCTH,

I, A

0.0004
0.0002 p
0.0000 -2 ,,,,,,,,,,,,,,,,,,,,,,,,,,,, S Y
[ 3apsiKeHne MOHHOTO
-0.0002 P JIBOMHOTO CJIOS
! E,
-0.0004 JlecopOrysi aqaToMOB
! KHCIIOpOIia
-0.0006 e I . e

Ia fA"E1

0.0004

0.0002

0.8

Hecopbuus agatoMoB

1.0 1.2 1.4

E, B (OBD)
(B)

0.0000 =

-0.0002

-0.0004 p

-0.0006 &

0.4

0.6

0.8

[ [ [
1.0 1.2 1.4

E, B (OBD)

Pucynok 2. Borstamneporpammsel J0Pd, 3aperucrpupoBaHHbie

B pacteopax 0.5M H,SO, (A) u 0.5M H,SO, + 0.1M CuSOy (B).

paBHO 4.2:107 Ku1 (0 TOYHOCTH OIPEIENICHIH ITOi BEIMYHHBI MOXKHO IIPOYNTATH B KHUTE [8] Ha

cTp. 329, a Taxke B 0030pe [10]), paccunThiBaeTcs HCTUHHAS TOBEPXHOCTH 00pasiia mo Gpopmy-

J¢:

g B QO(Cu)[KJZ]

(13)
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B. XpoHonoTeHIIuOMeTpHs A5 HccIeA0BaAHUA a0cOpOLMN BOAOPOAa

B sToM MeTone peructpupyercsi 3aBUCUMOCTb IMOTEHIIMANA IeKTpoJa £ OT mpomyIieH-
HOTO 3a BpeMs ! B FaJIbBAHOCTaTUYECKOM (/=const) pexuMe KoJndecTBa 3jekTpuyectBa Q (Tak
Ha3bIBaeMbIe KpUBBIC 3apspkeHus) [8, co ctp. 329], [11, co cTp. 185].

B nanHoil 3amadye ucnonb3yercss METOAMKA U3MEPEHUs PAaBHOBECHBIX KPUBBIX 3apsKe-
HUSI: TaJIbBAaHOCTATMYECKYIO MOJSPU3ALUIO MEPHOAMYECKH MPEPHIBAIOT M BBDKUAAIOT /10 yCTa-
HOBJICHHS MTOCTOSTHHOTO 3HAYCHUS TTOTEHIIMAJa MPH Pa30MKHYTOH IIeTTH.

KpuBble 3apskeHns (KaToAHAs M aHOJHAs) IEKTPOOCAKAEHHOTO MaJUIa sl PETUCTPH-
pyrores B pactsope 0.5 M H,S0, B unrepsane norenuuanos ot 0.03 go 0.6 B. B stux ycnosusx
Ha KPHUBBIX HAOJI0JaeTCs MOYTH TOPU3OHTAIbHAS IJIOUIA/IKA, COOTBETCTBYIOIIAs o— 3 IEPEXOy

Ha KaTOJTHOM XOJI¢ Pa3BEPTKH WU f—0 TIEpEeX0ly Ha aHOTHOM xoje (cm. Puc. 3).

[Ipy wu3ydyeHun mnosene- E, B (OBS)

HHS BOJIOPOJA, PACTBOPEHHOTO B 020
a-haze, HEOOXOJUMO YUHUTHIBATH B
3aTpatkl 3apsAaa Ha MpoIecC HOHU- 0.16 [
3aIUy  aIcOPOMPOBAHHOTO BOJIO- [
poma ([UIE aHOAHOTO XOAa KpH- 0.12 [ (04
BBIX) WM €ro OOpa3oBaHUs IpH [
. . 0.08 = B +QL
perucTpau KaTOJHOW KpPUBOH I
3apsHKEHMs. DTy MONPABKy MOXKHO /f
. 0.04 B
BHECTH IMyTEM BBIYUTAHUS U3 TIOJI- S
HOTO 3apsija, 3aTpaueHHOro Ha 3a- -
0.00 i 1L i [} i '] i L 2 [l i ]
psKEHHE 06pa3]_[a (Q), 3apsiia, 3a- 0 100 200 300 400 500 600

Q, MK

Pucynok 3. Kpuas 3aps:xenns JOPd B 0.5M H,SO,.

TPayeHHOTO  Ha  ajacopOIuio-
JeCOpOIMI0 MOHOCTIOSl aJaTOMOB
BOJIOpOJIA:

Qa()c = Q - Sucm : Q.nwﬁoc,wﬁ : 0 (14)

1€ Suem — UICTUHHASI TOBEPXHOCTh 00pa3ua, Qyonocroi — KOJIUYECTBO NEKTPHUECTBA, HEOOXOIU-
MOE JUISl IECOPOIIMH BOZOPOA C 1 M HCTHHHOI TOBEPXHOCTH (IIPUHATH PaBHBIM 2.1° 10" Ku), 6
- CTETEHb 3alloJIHEHUs] MOBEPXHOCTH agaTOMaMH BOJOpOJA. 3aBUCUMOCTH 6,F, HSKCIEpUMEH-
TaJbHO yCTaHOBJICHHAsS B padote [12] mns uaTepBana noreHuuanos 0.09-0.2 B, MoxHO anmpok-
CUMMPOBATH JINHEHHOHN 3aBUCUMOCTBIO:

0=1-38E (15)

rae £ — norennman B mkaiae OBD.
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1.4.2. MeToA peHTreHOBCKOM AUPpPaKTOMETPUHA

OnHOi U3 MaTepuaNoBeIYECKHX 3a/1a4, BOSHUKAIOLIUX MPH PaboTe ¢ pa3IMYHBIMH HJIEK-
TPOAHBIMH MaTepHAJIaMH, SIBJISIETCS aHAJIN3 MHUKPOCTPYKTYpPBI HCCIeAyeMoro BemecTBa. He-
CMOTpS Ha TO, YTO METOJ0B OOHAPYKEHHS M MACHTU(PHUKALNK Ae()EKTOB TOCTATOYHO MHOTO, HE
BCE OHH ITO3BOJISIOT MOJYYHTh MHTErpalibHYI0 MH(pOpManuio 00 ucciemxyeMoM oOpasne BBUIY
BBICOKOW JIOKAJIbHOCTH (pa3jM4yHble BUABI 3JIEKTPOHHONH MHKPOCKOINH), MOAXOIAT TOJNBKO IS
Y3KOTO0 Kjlacca 00bEKTOB (PEeHTTeHOBCKast Tonorpadus uin pedaeKToMeTpus), UK Ke He sSBIIs-
I0TCSI HEepa3pylIaloMMu (METOJ sIMOK TpaBiieHus). Hambosee pacnmpocTpaHEHHBIM U YHHUBED-
CalbHBIM TU(PAKIIMOHHBIM METOOM aHalli3a MHKPOCTPYKTYPHI SIBJISETCS IOPOIIKOBAs -
dpakromeTpus.

[Ipu paccMOTpPEHHH KPUCTAJUIMYECKOTO BEIIECTBA B PaMKax MOJEIH OCCKOHEUHOW Tie-
PHOIMYECKON PEIIeTKH (MCHOIb3yeMOi B KIIACCHYECKOM PEHTTEHOCTPYKTYPHOM aHaJIH3e), pac-
4yéTHast AUppaKkTOorpaMMa JODKHA UMETh OJHM3KHe K HyJIeBBIM IIMPHHBI IMHUN. B peanbHOi cu-
Tyauuu ¢popMa U U3MEHEHHE IUPUHBI JUPPAKIUOHHBIX JIMHUI B 3aBUCUMOCTH OT AU(PaKIIMOH-
HOTO yTIJia JJIsl XOPOIIO 3aKPHCTAILNTM30BAHHBIX COCTUHEHUH C MPEHEOPE)KUMO MaJjlol KOHIICH-
Tpanueil A1eeKTOB OMpeneNseTcs reOMETPUIECKUMH OCOOCHHOCTSMHU HKCIIEPUMEHTAIBHON ycC-

TAHOBKHU ¥ (PU3NYECKON MPUPOIOH HCIIONB3yEeMOro AJIs aHAIU3a U3IydeHus, T.€. [13]:

K(20)=[w(20-20) (20)d2p =W (20)® . (26) (16)

J(20)=J,(20)®J,(20)®..® J,(20) (17)

rae K(20) — unctpymeHTtanbHas (yHkuus, W(26) — sMUCCHOHHBINA cnekTp, J(26) — monHas
byukuus abeppauui, J;(260),...,Ji(20) — dynkuun aGeppauuil UHAMBUIYAJIbHBIX T€OMETpUYE-
CKHUX DJIeMEHTOB mudpakTomerpa, 6 — AUPPaKIUOHHBIM yroia, a ® o003HAYAaeT OMepaIuio

cBepTku. Torma
1(20)=K(20)® B(20) (18)

rae /(26) — sxcnepruMeHTaIbHO HaOMro1aeMasi HHTEHCUBHOCTD, a B(26) — dyHkuus pusndeckoro
VIIUPEHUsI, CBA3aHHOTO C UCCIeAyeMbIM 00pa3iioM. iIMeHHO mpubopHbIe XapaKTepucTuku (hak-
TUYECKH MHCTPYMEHTAJIbHOE pa3pellieHUe) OMPENeNSIOT MUHUMAJIbHO BO3MOXKHBIE OOHApPYKH-
BaeMble OCOOCHHOCTH MHUKPOCTPYKTYphl. CTpOro TOBOps, UCKAXKECHHSI B H3MEPSIEMbIN CHUTHAI

BHOCAT a0COJIFOTHO BCE 3JIEMEHTHI ONTUYECKON CXEeMBbl TUPPAKTOMETPA, MOCKOIbKY UMEHHO OHU

12



ciyxat s (GOPMHUPOBAHUS MydKa W PErHCTpanuu curHana. [IpuOOpHbIH BKIaL AOJDKEH OBITH
YUYTEH B XOJI€ aHAJIN3a MUKPOCTPYKTYPHI.

Ha Puc. 4. npuBenena Hanbosee yHUBepcalibHas cxeMa (POKYCUPOBKHU MOPOILIKOBOTO -
¢dpakromerpa — mo bparry-bpeHTaHo ¢ KpUCTasIOM-aHATU3aTOPOM Ha AU(pParupoBaHHOM ITy4-
ke. Mcrounuk F UCIyCcKaeT pacXOSsIIUICSI KaK B BEPTUKAIbLHOM, TaK U B TOPH30HTAILHOM Ha-
NPaBJICHUU ITYYOK C yYIIIOM BBIXOJA U3IYUYCHHUS o, KOTOPBIUA TMamaeT Ha oOpaser S mox yriiom 6,
OTpakaeTcs MOoJ TEM XKe yIIoM Ha Kpuctaui-aHanu3atop C, mocie 4ero mnomajaaet B AeTeKkrop D.
PacxoauMocTh myuyka B aKCHaJbHOM HAlpaBJICHUH OrpaHMYUBAIOT Mesibio Coiepa — CTOMKOM
PaBHOOTCTOSIIUX APYT OT Apyra meramummdeckux mactul (Soller slits, SS1 u SS2). Pacxomu-
MOCTh B 9KBAaTOPHAIILHOW TUIOCKOCTH OMPEACISIOT pa3Mepbl (HOKAIBHOTO MATHA (KOTOpOE B
CBOIO OUEpE/Ib ONMPEICISACTCS YIIIOM BBIXO/A U3IYUYCHHUSI M3 MCTOYHHKA (), pa3Mephl TN pac-
xoqumoctu (divergence slit, DS) u anTupaccenBaromeii menu (anti-scattering slit, AS). Mcrou-

HUK, oOpa3el ¥ MpuéMHas 1Ieb pacroaraloTcsl Ha OJJHOM OKPY>KHOCTH, OOJIBIIION OKPY>KHOCTH

Pucynok 4. Cxema ¢oKycHpOBKH NOPOLIKOBOro Audpaxkromerpa no bparry-bpenrano. F — ncrounux nsiny-
yenus, S- oopazen, C — kpucrani-anaansarop, D — nerexkrop, SS1 u SS2 — mesan Cosuiepa, DS — measn pac-
xoaumocTH, RS — npuémuas meab, AS — anTHpaccenBapomas meib, Iy 1 Iy, — 00JbIIAA M MaJIasi OKPY’KHOCTH

(doxycnposkn.

¢doxycupoBku. B cBoro ouepenb npuémHas Iieib, KPUCTAJUI-aHAIU3aTOP U aHTHpACCEUBAIOLIast
II€Ib PAcIoaralTcs Ha MEHbILIEH MO0 Paguycy OKPYXKHOCTH (poKycupoBkH. Pesynbrupyromue
reOMETPUYECKUE MapaMeTphl MyyKa ONpPEeIsiIoT MHCTPYMEHTANbHYI0 (OopMy JIMHMU U pa3pe-
menue. bonee mogpoOHO 0 METOIOIOTHH MOPOUIKOBOM TU(PaKTOMETpUU U reomeTpun bparra-

bpenTano MoxxHO npounTaTh B KHUrax [14,15].
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JU1s1 OIIEHKH MHCTPYMEHTAIILHOTO YIIMPEHHUSI B HACTOAIIEE BpeMsl HanOoJiee pacipocTpa-
HEHbI JIBa TOJXOJa — METOJ| BHEUIHEro CTaHAapTa W MeToJa (yHIaMEHTAIbHBIX MapaMEeTpOB
(Fundamental Parameters Approach). [lepBsiit MeTon (Hanbosee ynoTpeOuMbliil) OCHOBaH Ha OI-
peneneHny mapaMeTpoB UHCTPYMEHTAIBHOTO YIIMPEHUE KaK MPOQMIBHBIX MapaMeTpoB KaKou-
60 npoduibHON (QYHKIHH, T.€. PU MTOMOIIN METOAa MPOPUIBHOTO aHAIH3a C UCTIOIh30BaHU-
€M XOPOIIO 3aKPUCTALNIM30BAHHOTO BemiecTBa-ctanaapTa (takoro kak NIST SRM640d (mopo-
mok kpeMuusi) wiu NIST SRM660b (nmopomok LaBg)). B naneheiimnem mupuHa TUHUNA UCCe-
JlyEMOTO BEIIECTBa IMONPABIAETCS Ha HHCTPYMEHTAIbHYIO IIUPUHY. BTOpO# MeTosl OCHOBaH Ha
pacuére MHAMBHUIYATbHBIX (DYHKIHIA abeppaluii, CBI3aHHBIX C KaKIBIM ONTHYECKUM DJIEMEHTOM
nudpakromerpa. B xome nanpHe#ero ananu3a moyHas GyHKIUS adeppamuii CBOpauynuBaeTCs C
npoduIbHON (YHKIIMEH, ONMUCHIBAIOIICH UCTUHHOE (PU3MYECKOoe YIIMPEHHUE, CBA3aHHOE ¢ 00pa3-
LIOM.

HecMmotps Ha TO, 4YTO MOJENb UACATBHOTO KpUCTAIJIA SIBISIETCS yA0O0HBIM NPUOJINKEHH-
€M B KJIaCCHMYECKOM PEHTTE€HOCTPYKTYPHOM aHajHu3e, OHA HEpEIAKO HapyIIaeTcs MpHU Mepexoje
OT KPUCTAIJIOB WJIM K€ KPYMHOKPHUCTAUIMYECKUX BELIECTB K peanbHbIM MarepuanaMm. OCHOB-
HBIMU HapyIICHUSMH MOJIENU SBISIOTCS 1) KOHEYHOCTh Pa3MepoOB 00JIaCTel KOTEPEHTHOTO pac-
CesIHHS, CBSI3aHHAS C MX MAJIBIM pa3MepoM (HalpuMep, B CPOCTKAX) WIIH Ke (PU3UIECKUM pa3Me-
POM KpHUCTaJIIUTa (HAHOYACTHILIBI), 2) IEPUOJAUYHOCTh B PACIONIOKEHUU aTOMOB, KOTOpasi MCKa-
JKaeTcsl HaTuuueM JeQeKToB JI000i pa3MepHOCTH (TOYEYHBIX, JIMHEHHBIX, TBYMEPHBIX, TPEX-
MEpPHBIX) U 3) OTCYTCTBHE TPAHCISAIIMOHHON CUMMETpPHUIA, XapakTepHOE ISl HEeKpUCTaiorpadu-
yeckuX (HOpM KPUCTAIUIUTOB (HApUMEpP, HAHOYACTHIIBI METAJUIOB C T.IL.K. pemeTkoi). Kaxapiii
13 9TUX 3((HEeKTOB NPUBOAUT K HCKAKEHHIO JIMHUI Ha AudpaxTorpamme. Y CIOBHO 3TH HCKaXke-

HUA MOXXHO pasaciiuTh Ha Ba TUIIA:

1) usmenenue GpopMbl — ypeHue JUHUAN (KaK U30TPOITHOE, TaK U aHU30TPOITHOE), CBSI3aHHOE,
HaIpuMep, C MAJIOCTBIO 00JIACTEeH KOTEPEHTHOTO PACCESIHHS, WM TOSBICHUE aCUMMETPHU
MMKOB, BBI3BAHHOM, K MPUMEPY, CEerperaiuei o cocTaBy WIH K€ HaJu4ueM J1e(heKToB yra-
KOBKH;

2) W3MEHEHHe MHTEHCUBHOCTHU (HE CBSI3aHHOE C MPEHMYIIECTBEHHON OpHeHTaluel KpUCTalIu-
TOB - TEKCTYPO#) — COOCTBEHHO M3MEHEHNE HHTEHCUBHOCTH OT/ENBHBIX pe(dIeKCOB (BIUIOTH
JI0 MIX TOJTHOTO MCYE3HOBEHUS), KOTOPOE MOXKET OBITh CBSI3aHO C TypOOCTPAaTHBIM HCKaXKe-
HUEM, WUJIM K€ TMOSBJICHHE HOBBIX MUKOB, O0YCIOBIEHHOE HAIWYHEM aHTU(A3HBIX TPaHUIL

WJIX K€ 3HAYUTEIbHOM KOHIICHTPALUH 1e(PEKTOB YITaKOBKH.
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[Tpu aHanM3e MHUKPOCTPYKTYPHBIX OCOOEHHOCTEH 0Opa3ia OOBIYHO HAOIIOaeMBIC CHUT-
HaJlbl Ha JUQpakTorpaMMax paselsioT Ha JBa kiacca: 1) bparrosckoe ynpyroe paccesHue, Ha-
Osr0jaeMoe B BHJIE NTMKOB M XapaKTEpU3yIollee MEepHOAMUYECKYI0 CTPYKTYypy oOpasua (MHoraa
TOBOPAT «CPEAHIOID CTPYKTYpPY»), U 2) nuddy3Hoe paccesHue, nposiBismonieecs B Buae (oHa
CJIO)KHOW (OPMBI M XapaKTepu3yloliee JOKAIbHYIO CTPYKTYPY HCCIEIyeMOTO COeIWHEHHs (B
NanpHelmeM He paccmeTpuBaetcs). Ilockonpky augpakTorpamMma Kak IpaBUIO PErUCTPUPYETCS
C OCTATOYHO GOMBIIOr0 KOJTHIECTBA KPHCTALIHTOB (mopsaaka 10°-10° mryk), To ona mpezncras-
asieT 06 oOpasiie MHPOPMALIMIO UHTETPaIbHOIO Xapakrepa. Takum o0pazoMm, OOHAPYXKHUTH MPH
MIOMOIIU JU(PPAKIIMOHHBIX METOZOB a0COIIOTHO BCE MPHUCYTCTBYIOIINE B HCCIETyEeMOM 00pasiie
TUIBI 1€()EeKTOB NMPUHLIUINAIBHO HEBO3MOXKHO. [1o 3TOM nmpHUYMHE NPEeaMETOM PEHTIE€HOBCKOTO
MHUKPOCTPYKTYPHOT'O aHAIM3a ABISAETCA WACHTU(HUKALMS U, €CIU 3TO BO3MOXKHO, KOJIMYECTBEH-
HOE onucaHue JePeKTOB (B TEPMUHAX KOHLIEHTPALMHA UM XapaKTEPHBIX CTPYKTYPHBIX apaMeT-
POB), BHOCSIINX HAUOOJIBIIINE UCKAXCHHUS B TU(DPAKIIMOHHYIO0 KapTHHY. Bb100op MeToa aHanmm3a
KaK TpaBWIO OOYCJIOBIIEH TeM, Kakue Je(eKThl SABISIOTCS B 00pa3iie OCHOBHBIMU (HAIpUMeED,
IpU HAIUYUM TypOOCTPAaTHOIO MCKAXKEHUS HENb3sl OLEHHUBATh pa3Mep objacTell KOrepeHTHOIro
paccesinus ipu nomoru Gopmyel Lleppepa) u kakoro poaa ananu3 Tpedyercst nmposectu (Tep-
BUYHBI aHAJIM3 WIM MaKCUMaJIbHO BO3MOXKHOE MO TOYHOCTH MOJCIHPOBAaHUE JAe(eKTHOU
CTPYKTYPBHI).

B Hacrosiee BpeMs CyIIeCTBYET JOCTATOYHO OOJBIIOE YUCIO METOA0B aHAJIN3a MUKPO-
CTPYKTYPBbI, TaK K€ KaK M 3HaUMTEIbHOE YHMCIIO CIoco00B uX Kiaccudpukanuu. Camolt mpocToit

KIacCU(pUKaIMeH SBIsIeTCS pa3IeieHre 10 MOAX0/1aM K OMIMCAHUIO MUKPOCTPYKTYPhI, 8 UMEHHO:

1) TpamuumonHble ((HEHOMEHOJOTHYECKHE) MOAX0bl, Takue kak dopmyna [lleppepa,
IIOCTpOEHUE Y WIIbIMCOHA-XO0J1J1a;
2) MOJeNbHBIE MOAXOMbI, TAKUE KaK MOJEIHPOBAHUE MPHU MOMOIIX ypaBHeHHs [lebas

(Debye Function Analysis) wim meton Whole Powder Pattern Modelling (WPPM).

B TpamunmoHHBIX MeTOAAaX aHamu3a CTPYKTypHasi HH(GOpMalKs U3BJIEKAETCs MyTeM aHa-
JU3a OTKIIOHEHHsSI XO0Jla 3aBHCHUMOCTH IIUPHH TU(GPAKIIMOHHBIX MUKOB OT WHCTPYMEHTAIbHBIX
3HaueHui. CTpykTypHas uH(OpMAIKsS MOKET ObITh U3BJICUCHA KaK U3 OJHOTO Muka (single line
methods), Tak u u3 Bcet mudpakrorpammel (full-profile methods). Madopmanmst nis ananuza
KaK MPaBUJIO U3BJIEKAECTCS OJHUM U3 JABYX METOAOB — JIMOO B BHJIE MONYIIMPUH MUKOB U UX TO-
JIOXKEeHUH (MOJTydaeMbIX JIFOOBIM METOAO0M MPOPHIBHOTO aHallM3a — METOI0M PutBenbaa, MeTo-
nom Jle bens), mubo npepcraBieHueM TUPPAKIIMOHHOTO KA B BHJIE psiaa Dyphe ¢ Mocienyro-

MM aHalM30M Ko3(hduureHToB pa3noxeHus. B HacTosIiee BpeMs BCe 3TH METO/IbI KaK MpaBU-
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JI0 UCTIOJIB3YIOTCS JUIsl SKCIIPECC-aHAIM3a B CBSA3H C PSAJOM 3HAYMTEIbHBIX MOJENBHBIX YIIpOLIe-
HUH.

CaMbIM MPOCTHIM BapuaHTOM (HEHOMEHOJIOTHYECKOr0 aHallh3a SBISETCS OJHOMapameT-
puueckuit pacder npu nomouru ¢opmyisl Hleppepa wiu popmyner Ctokca-Yuscona. B nepsom
Clly4ae pacCUMTBHIBAETCS pa3Mep 00JacTh KOIEpEeHTHOro paccessHus (D s MOHOAMCIIEPCHOMN
CUCTEMBI U <D>y Il TOJIUIUCIIEPCHOMN), T.€. pa3mep O0e3nedeKTHOM 00JacTH, Ha KOTOPOM BO3-
MO>KHO KOT€PEHTHOE paccesiHUe MaKeTa peHTITC€HOBCKOro U3NydeHus. Bo BTOpoM paccunThIBaeT-
Csl TIapaMeTp, Ha3bIBaeMbIil MHUKpPOHAIPSDKEHUEM &, OTPa)KaloIIUil BapualMio IapaMmerpa 3Jje-
MEHTapHOU SIYEUKHU.

Jlig mpoBeneHus: pacuera Mo 3TUM JIBYM ¢GopMyliaM HEOOXOIUMO 3HATh IIMPUHY U TIO-
JoXKeHue TU(PaKIMOHHOTO MUK (MJIM HECKOJIBKUX MUKOB). /[l OleHKH MIMPUHBI OOBIYHO MH-
KOB HCIIOJIB3YIOT JIB€ XapaKTEPUCTUKH — MONYIIUPUHY (T.€. IIMPUHY IHKa MPH ITOJOBUHE UHTECH-
CUBHOCTH OT MaKCUMyMa), KOTOpYI0 00bI9HO o3HauyaroT FWHM (Full-Width-at-Half-Maximum)
U MHTETPAJIbHYIO MUPHUHY (OTHOILIE-

HUE IUIOIIAN MHUKa K €ro BHICOTE), [TpsimoyrosbHUK
0003HayaeMylo0 Trpeyeckor OyKBOi TOH e ILIOMAIH
p. TlepBasi XxapaKTepHCTHUKa SBIISET-
Cs KAueCTBEHHOW, TIIOCKOJIbKY He
obnamaeT GU3NYECKUM CMBICIOM, U
} [Tpoduinb
CIIyKHT JJIsi CPABHUTEILHOUN OLIEHKH

JIMHUH
IIMPUH JIMHHM PasHBIX 0OpasIloB. /

Bropast xapakrepuctuka Hemocpen- ]

CTBEHHO HCIIOJIB3YETCS B pacyerax.
Ha Puc. 5 npuBeaena umioctpanus, | MaTerpasbHas |
HIHpHHA

IMMOKa3bIBAKoIIass CBA3b MCKAY OdU-
Pucysok 5. K onpenesieHnio HHTerpajbHOi IIMPUHBI.
(GpakMOHHBIM TMHKOM U €r0 HHTe-
rpajibHOM IIUPUHOMA.
B cootBercTBuu ¢ dopmynoit Illeppepa ans MOHOAMCIIEPCHON CHCTEMbI YacTHIl WHTE-

rpajbHas IIMPHUHA JIMHUM, CBS3aHHAs C MaJbIM Pa3MepoOM OOJIACTH KOT€PEHTHOTO pacCesHus,

OMpECaCIIACTCA KaK:

— Kﬂﬂ

- 19
Dcosé (19)
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rae Ky — xoHcranTa Hleppepa (Ui pacyera ¢ MHTErpalbHbIMHU LIMPUHAMH), CBs3aHHas ¢ (op-
MOM JIOME€Ha, A — JJIMHA BOJIHBI MCIIOJb3yEMOI'0 U3IYyUYEeHHUs, ff — MHTErpaibHas ILIUpHUHA MTUKa (B
panuaHax) u 6 — nuppakuroHHbii yroia. [Tpu momouu 310l GopMysbl pacCUUTHIBAETCS pa3zMep
00JIaCTH KOTEPEHTHOTO PACCEsHUs B HANpaBJICHUH, MapajuIeIbHOM BeKTOpy audpaximu. Kak
IPAaBWJIO HA MPAKTUKE Yallle BCTPEUAIOTCS CUCTEMBI C MOJUAUCIIEPCHBIM paclpeesieHueM dac-
TUI] TIO pa3MepaM, OJIHaKo U K HuM ¢opmyia llleppepa MokeT ObITh NPUMEHEHA ¢ HEKOTOPBIMU
oroBopkamu. Jlns monuaucnepcHoi cuctemsl yactull ¢opmyna llleppepa 3amucsiBaeTcs cie-

IyIOIUM 00pa3om:

A
= - 20

p <D>V cosd (20)
M

Db =2 .
3

M, = j D'g(D)dD (22)

rae <D>p — pa3Mep 00J1acTH KOTE€PEHTHOTO PAaCCEesHUsA, YCPEIHEHHBIN M0 00beMy, M; — i-bIid

MOMEHT pa3MepHOro pacupeneneHus, g(D) — GyHKIMS IUIOTHOCTH BEpOSTHOCTU. M3 mpuBeneH-
HBIX BbIIIE (HOPMYJT CIEAYET, YTO paccuuTaHHblii mo ¢gopmyie leppepa cpeanuit pazmep yac-
THUI[ MOXET COBMACTb CO CPEIHUM Pa3MEPOM, OIPEAEICHHBIM MPU MOMOIIN MUKPOCKOIUYECKUX
METOZIOB, TOJIBKO €CIIM pacllpe/ieIeHue NMpeicTaBiseT co0oil nenpra-pyHkuo. OQHaKko A1 He
CJIMIIKOM IIMPOKUX pacnpeneneHuit pasmep no lleppepy Oyner 61u30k K MeuaHe cpeHemMac-
coBoro pacrpenenenus. Heo6xoaumMocTs cpaBHEHUSI IMEHHO CO CpPEeIHEMAcCOBBIM pacrpeerie-
HUEM BBITEKAET U3 ONpPEACIECHUS] MHTErpalbHON IMpHUHBL. Eciin paccmaTpuBaTth WIMPHUHY Y3Ja

00paTHOM pelIeTKn /)’*, TO 1O onpeaesieHuro [16]:

B = ﬂc/c;s@ 23)
(87) =(D), = % [[[ 7avdydz (24)

rae V — oobem goMeHa, a T — ero TOJIIMHA B HAMpPaBJICHUH BeKTOpa Audpakiuu. B aTom ciydae
BBIUMCJICHHBIN pa3Mep YacTO Ha3bIBAIOT KaxylIuMcs (apparent size), MOCKOJIbKY MPSIMOJIHHEH-
Hasi MHTEpIIpeTanysi ero (PU3MYEeCKOro CMBICIAa HE BCEra BO3MOXKHA. MUHHMMAaJbHBIA pa3mep

OTIpeCIIIEMOTO JOMEHa IpH ToMottu Gopmyitel [lleppepa MOKET JOCTUTATh HECKOIBKUX HAHO-
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METPOB (B 3aBUCUMOCTHU OT MaTepuaia), YTO CBSI3aHO C MOJIEIbHBIMU OTPaHUYEHUSIMU (POpMYIIbI
[ITeppepa, B TO BpeMsl KaK BEPXHUW IPees ONPEAEISIEMOro pa3Mepa CBA3aH C HHCTPYMEHTAJIb-
HBIM pa3pelieHreM UCIoIb3yeMoro mpudopa. CunuTaeTcs, YTO BEpXHsisl TpaHUIlAa pa3Mepa JoMe-
Ha, MOJIJAIOINASCS ONPEIEIICHUIO TIPY OMOIIH JIAOOPATOPHBIX AU(PAKTOMETPOB, HE TPEBHIIIACT
1 MKM™.

[IprunHOI MOSIBIEHUS YUIMPEHUM, CBA3aHHBIX C MAJOCThIO Pa3MEPOM JOMEHA, HA PEHT-
TreHOrpaMMe SIBIISIETCSl TO, YTO KOTJla pa3Mep 3TUX o0yacTell CTAaHOBHUTCS KOHEYHBIM, AUQparu-
pOBaHHAs MHTEHCHUBHOCTH OOJIBIIE HE CXOAMUTCS B TOYEUHOM Yy3J€ OOpaTHOTO MPOCTPAHCTBA.
BwmecTo sTOTO y3€1 pa3mMbIBaeTCs, U €ro pasmep U ¢popma CBs3aHbI ¢ pa3MepoM U (HopMoi oMe-
Ha.

Jlpyro#i npu4rHON YIIUPEHUS MUKOB, HE CBSI3aHHOU C pa3MepHBIM 3(h(deKToM, sSBIseTCS
HaJIM4Me MUKPOHANpPsDKEHUH (Ha caMoM Jerne MUKpojaedopMannil) — JOKAJbHBIX MCKAKCHUN
pELIETKH, TPUBOJAIIMNX K MOSBICHUIO HEOAHOPOIHBIX MOJIEH YNPYTUX HANpPSDKEHUN (B OTIMYME
OT OCTaTOYHBIX HANpPsDKEHHWH, KOTO-
pble MPUBOAAT K MOSIBICHUIO OJHO-

POAHBIX IIOJIEW YNPYIMX HaNpsKe- ia)

N

Huit). [losiBIeHUe Takux moJsiei cBs- 7

3aHO C HaJIU4YUCEM OHpeI[eJ'IéHHI)IX

N

TUNOB Je(eKTOB, OJHAKO AJIsl pac- R
£

yera no ¢gopmyne Crtokca-YuicoHa

3HaHHE O TMPHUPOJAE ITUX ACPEKTOB

He sBisercss HeoOxomuMbiM. Kak

7 N N

ol
N
o

£
- .1-J'r 7 - 'L'l\.u"r . 3'
CIEJICTBUE pacCUUThIBaEMas BEIH- h
4yiuHa ¢ O0e3pa3MepHa M Kak MPaBUIIO @
HE UMEET YETKO ONPENETIEHHOro pu- T e .
i LN D
3udeckoro cmbicna. Ha Puc. 6 npu- 7 k

el

BEJICHA WJUTIOCTpAIUs clydacB (a)
Pucynok 6. Binsinne uckakeHWil pelIeTKH Ha MOJIOKEHHE H

OTCYTCTBUA HCKa)XKeHUM PCUICTKH,
¢opmy nudpakuoHHOro Mmakcumyma. (a) — B OTCyTCTBHE MC-

(b) HamMMYMA OCTATOYHBIX HAPSKE- Kaxenmii, (b) — ocTaToOYHbIe HANPSKEHHUS, (C) - MUKPOHATPS-

HUW (CMelIeHue MuKa), (C) HaTu4Hs skeHns, (d) — oqHOBpeMEeHHOEe NMPUCYTCTBHE OCTATOYHBIX Ha-
MHUKpOHAIPSIKEHNI (yLIHpEHre TH- Npsi’KeHUI 1 MUKpoHanpsikenni [17].
ka) u (d) cmemanHelii cnydait (on-

HOBPEMEHHOE YIIMPEHUE U CABUT MHKA).

Amnanoruuno ¢gopmyne llleppepa, unrerpaibHasi IUPUHA JIUHUH, ONIpeaesiemMas MUKpPO-

HaIPsOKEHUSMU, 3aIIUCBIBACTCS KaK
18



P =4ctan (25)

rac € — MaKkCuMaJibHas MI/IKpO,Z[C(I)OpMaL[I/IH. Crour OTMCTHUTBH, UTO B O6H_I€M ClIy4ac BCJIMYMHA &,
€CJIM OHA CBS3aHa C HAIMYHMEM JHCIOKAUi B 00beMe 00pasiia, SIBIIETCS TEH30PHOM, 3aBUCAIIICH
OT MOJYJIEH YyIpYyrou >KeCTKOCTH Kpuctaiia. Hampumep, mist KyOudeckold CHHTOHHHM 3aBHCH-
MOCTb € OT KpUCTAIIOrpapruecKoro HampaBjieHHs B KpUCTAJlIe 3aITUCHIBACTCS CIEAYIOIIUM 00-

pazom:

& =A+BH (26)
272 212 272

y_ KT+ +h2k
(B +k+1%)

(27)

rae A u B — KOHCTaHTBI, paCCUMTHIBAEMbIE U3 3HAUCHU YIIPYTUX MOAYJEH Kpuctamia, a i, k u [
— HHJEKChl Munepa.

EcrecTtBenHol komMOMHAIMERl ABYX YIOMSHYTBIX BbIIIE (OPMYJ CTajJo0 MOCTPOCHHUE
YunbsimcoHa-XoJuta — JAByXIHapaMeTpuuyeckas MoJeNb, MO3BOJSIONIAs OAHOBPEMEHHO BBIYHC-
JUTH pa3Mep 00JACTH KOTEPEHTHOTO paccestHusl U MaKCUMallbHYI0 MUKponaedopmanuio. B pam-
Kax 3TOro MOAXOJa MPEIOoIaraeTcs, 4YTo YIIUPEHUs, CBA3aHHbIE C MajbiM Pa3MEpOM JIOMEHA U
HaIMYUeM MUKpojaedopmanmii, cymmupyrorcs. Eciau npeanoiokuTh, 9TO KaK «pa3MEpPHBIIN,
Tak U «aeopMarmoHHBI» AUPPAKIIMOHHBIE TPOoGMIN onuckiBatoTcs (GyHkiuei Jlopenia, To

3¢ dexTsl OyAyT CKIaAbIBATHCS CIEAYIOMUM 00pa3oMm:

5 = ﬁ+ 2ed’ (28)
V
s 25210 (29)

sk *
rae f — mupuHa y37Ia B 0OpaTHOM MPOCTPAHCTBE, a d — PAacCTOSHHUE OT Hayalla KOOPAWHAT B
obpatHoM mpocTtpancTBe. Eciu ke o6a mpodusiss MOTyT OBITh almpOKCUMHPOBAHBI (PYHKITHEH

Faycca, TO 3TO COOTHOLICHUC 6YI[CT 3aIIMChIBATbCA KaK

#\2 1 «\2
(B) = - +(2ed") (30)
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OO6pruHO 111 IPOCTOTHI TipeAnoaraT Jlopernery dhopmy npoduieit. Kak ciemyer u3
3amMCaHHbIX (GOPMYJI, IIPH IPOBEICHNN OCTPOCHNH Y HIIBSIMCOHA-XO0mIa (T.6. 3aBUCHMOCTH f§
ot d’) HAKIOH JTHHHH GyNET JaBaTh BEIMUHHY 2¢, 4 IEPECCUCHNUE C OCHI0 OPIMHAT — BEIMUHHY,
o0paTHyI0 Kaxymemycs pazmepy <D>yp. CnaOblM MECTOM 3TOTO METOJA SBISETCS MPEAIIOIO-
JKeHrne 00 aJaUTUBHOCTH BKJIAJOB pa3sMepHoro u aedopmarmonHoro 3¢dexros. Kpome Toro,
JUHUH Ha JUQPpPaKTOrpaMMax OueHb PEAKO (CTPOro roBOps, BOOOIIE HUKOIIa) MOTYT OBITh OMH-
canbl ynucToi Qynkuueit Jlopenua mnu Iaycca. [Ipennonoxenue o ¢popme TUHUM SBISETCS Ta-
KAM 00pa3oM 3HAYUTEIHHBIM YIPOIIEHHEM peaibHOU cuTyaruu. [1o 3TUM mpuyrHaM MOCTpoOe-
HUE YUIbIMCOHA-XO0JIJIa CTOUT UCIOJIb30BaTh TOJIBKO KaK CPEACTBO MEPBUYHON OLIEHKH CUTYa-
1y 1u00 I cpaBHEHUs 00pasloB B cepuu. bonee moapoOHO 00 3TUX U HEKOTOPBIX APYTHX
METOJIaX aHAIM3a MUKPOCTPYKTYPHI MIPH MMOMOIIY PEHTTCHOBCKUX JAHHBIX MOXXHO MPOYHTATH B
kaurax [18-20]

[Ipn mpoBeneHuu MnoNHONPOGUIBLHOIO aHallM3a OJHOM W3 3ajau SBJISETCS CpaBHEHHE
9KCIIEPUMEHTAILHOM PEHTTEHOTPaMMbl C PACCUMTAHHOMN. {1 OLIEHKM COBMAACHUS STUX JBYX
PEHTTEHOTpaMM HCIIONB3YIOT TaK Ha3blBa€Mble CTATUCTHUECKUE KPUTEPHU JOCTOBEPHOCTH. B
KJIACCHYECKOM PEHTTEHOCTPYKTYPHOM aHaJM3€ HCIIONIb3YETCS 3HAYUTEIBHOE KOJMYECTBO Pa3-
JIMYHBIX KPUTEPHUEB, HO JUISI MUKPOCTPYKTYPHOTO aHalIM3a MPEICTABIAIOT UHTEPEC TOJIBKO TpU
U3 HHUX, a UMEHHO R, (cpenHeB3BemeHHbl mpopuiabHbli R-pakTop), Reyy (0xmoaemsiii R-

dakrop) u GoF (Goodness-of-Fit). Onu onpenensirores kak [21,22]:

Z W ([pacv,i - 1H(16,7,i )2
P (31)

wp 2
Z Wilpacq,i
i

N
2

~ (32)

Z Wi Haon,i
i

R 2
Gor* = =" | (33)
exp

r7€ W; - BECOBOM MHOXHTEINb, N - KOJUYECTBO TOUEK Ha peHTreHorpamme. OOBIYHO XOPOIIMM

CUMTACTCA ONHUCAHKUE CO 3HaYeHUAMU Ry,p<4%, GoF<2.
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1.4.3. Mukpockonusa

[ToBEpPXHOCTH 3JIEKTPOOCAKIAEHHOTO NAJLIAINS, KaK MPABUII0, HEOJHOPOIHA, IIO3TOMY €€
BU3yaJIM3aIHsl TOJIBKO MPH MOMOIIM MHKPOCKOIMHMYECKHX METOZOB BBICOKOTO pa3perieHus (HM),
XapaKTePU3YIOIIUXCs. HEOOJIBIIMM pa3MepoM IOJIsi CKAHUPOBAHMSI, MOXKET MPUBECTU K MOTEPU
UHPOPMALIMU U MOJYUYEHUIO HEXapaKTepUCTUUYHBIX M300paxeHuil. Ilo sToil mpuumHe uccneno-
BaHME [TOBEPXHOCTH, KaK MPaBUIIO, TPOBOJIAT B J[BA dTaIA.

Ha nepBoMm 3Tame moBEpXHOCTb UCCIEAYETCS] C HEBBICOKUM pa3pelieHueM (MUKPOHBI)
JUIS BBISBIICHUS PENPE3CHTATHBHBIX YYaCTKOB. DTO MOXKHO CA€IaTh IPU MOMOLIM, HANPUMED,
CKaHHUPYIOILEro (pacTpoBOr0) 3NIEKTPOHHOIO MHUKPOCKOMNA (B aHIVIOSN3bIYHOW JMTEpaType —
Scanning Electron Microscope, SEM). B Takux MHKpOCKoIax MOBEpXHOCTh 00pasia bomoapau-
pyercsi MydyKOM 3JIEKTPOHOB, @ BO3HUKAIOUIME TPU ITOM BTOPWUYHBIC M3Iy4EHHUS (BTOPHYHAS
SMUCCHUS HIEKTPOHOB, OKE-3JIEKTPOHHAS SMUCCHUS U JP.) PETUCTPUPYIOTCS pa3IMYHBbIMU JI€TEK-
TOpaMH M MpeoOpa3yIoTCs B CUTHAJIBI, cojiepKaliie HHPOpMaLuo 0 MOpHOIOrHH MOBEPXHOCTH
U JIOKaJTHbHOM COCTaBe 00pasia.

Ha BTOpOM 3Tamne penpe3eHTaTHBHbBIE YYaCTKH HCCIEAYIOTCS C BBICOKHM pa3pelieHHeM
(am). M1y oTHX 1eneld MOXKET ObITh UCIIOJIB30BAaH KaKOH-THO0 CKaHUPYIOIIUNA 30HA0BBIA MUKPO-
ckon [23] (B aHrnosA3bIYHOM nuTepaType - Scanning Probe Microscope, SPM), no3Bosnstonuii
HCCIIEI0OBaTh MOBEPXHOCTh 00pasia, He paspyiuas e€. B ckaHupyIOUMX 30HI0BBIX MUKPOCKOIaX
UCCIIEIOBAaHUE MHUKpOpebeda MOBEPXHOCTH MPOBOAMTCS C MOMOIIBIO CHEIHATBHBIM 00pa3oM
NPUTOTOBJICHHBIX 30HAOB B BHJE WrJ. Pabodas yacTh Takux 30HIIOB (OCTpHE) MMEET pPa3Mephl
HOPSIZIKA JI€CSATH HAHOMETPOB. XapaKTEPHOE PACCTOSHUE MEXKAY 30HAOM U MOBEPXHOCTBIO 00-
pasloB B 30HA0BBIX MUKpockonax cocrapiseT 0.1 — 1 uM. B ocHOBe paGoThl 30HIOBBIX MUKPO-
CKOITIOB JIeXKAT pa3JInYHbIe TUIBI B3aWMOJICHCTBUS 30HJAA C MOBEPXHOCThIO. Tak, paboTta TyH-
HEJIbHOTO MHUKPOCKOIIA (B aHTJIOSA3BIYHON JuTeparype - Scanning Tunneling Microscope, STM)
OCHOBAHA Ha SIBJICHUM NPOTEKaHMs TYHHEIbHOTO TOKA MEXKAY METAJUIMYECKOH WMIJION U MpOBO-
JAIUM 00pa3lioM; CHJIOBOE B3aUMOJCHCTBUE JIEKUT B OCHOBE pabOThl aTOMHO-CHJIOBOTO MHK-
pockona (B aHTIOA3BIYHOM uTepaType — Atomic Force Microscope, AFM). Emé ogaum Muxpo-
CKOTIMYECKHM METOJIOM BBICOKOTO Pa3peIICHUs SBISETCS TPAHCMUCCHOHHAS (ITPOCBEYNBAIONIAS)
AJICKTPOHHAS MHUKpOCKOMHs [24] (Ha3BaHME COOTBETCTBYIOIIEIO MHUKPOCKOIIA B aHTJIOS3BIYHOM
auteparype - Transmission Electron Microscope, TEM). Ognako /i HCHOAB30BAHUS ITOTO Me-
TO/Ia HEOOXOJAMMO MEXAaHUYECKH OTIEIHUTH JJIEKTPOOCAKIEHHBIM MalIaJAuid OT MOIJIOKKH. B
ATOM MeTozie oOpazer; 6oMOapaupyeTcss MyYKOM SJEKTPOHOB BBICOKOW IHEPTUU. DIIEKTPOHBI,
OTKJIOHEHHBbIE aTOMaMH 00pa3lia Ha MaJble YIUIbl ¥ MPOLIeANINE CKBO3b 00pa3el ¢ HeOONbIINMHU

SHEpPreTUYEeCKUMU MOTEPSAMH, PO/ Yepe3 CUCTEMY MAarHUTHBIX JIMH3, GOPMUPYIOT Ha JIIOMU-
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HECIICHTHOM 3KpaHe H300pakeHue. AHaIU3UPYs 3TO M300pakeHHE, MOXKHO MOIYYUTh UH(OpP-
Malliio HE TOJIBKO O MOp(]ojoruu, HO U O BHYTPEHHEH CTpyKType oOpasna. Takum obpazom,
SPM u TEM naroT ka4ecTBEHHO pa3iuyHyro HH(popManuoo 00 00beKTe HCCIeI0BaHUs U YacTo
IPUMEHSIOTCSI COBMECTHO.

[TonpoOHO 000 BceX OMUCAHHBIX MUKPOCKOMMUYECKUX METOAAX MCCIEI0BAaHUS MOYHO

MPOYMUTATh B KHUTE [25].

1.5. Bomnpocsl, 06cyxaaeMblie HA KOJIJIOKBUyMe

777
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2. JKCnepuMeHTa/IbHAaA 4acTh

2.1. PeaKTuBbI, pacTBOpPBI, ra3bl

OcaxxaeHue mayulaueBbIX MOKPHITUH mpoBoAsT u3 pactBopa 0.1 mac. % PdCl, (map-
ka"4".) + IM HCI (Merck) (pH~0.3). DnexTponuTaMu B 3JIEKTPOXUMHUECKUX H3MEPEHUSIX
ciyxat pactBopsl: 0.5M H,S0, (Merck) (pH~0.5) u 0.01M pacTtBOp MepeKpUCTAIUTH30BAHHOTO
3 ommuctuwinara CuSO, 5H,0 (Peakxum) B 0.5M H,SO,. Bce pacTBopbl HY)KHO TOTOBUThH Ha
BOJIE, IONOJIHUTENLHO ounIlieHHOH Ha yctaHoBke Milli-Q (Millipore) (18 MQ).

Jlis aea’spupoBaHus 3JEKTPOJIUTOB MPH 3JIEKTPOXUMHUYECKUX HCCIIEAOBAHHUIX HCIONb-
3yI0T Ar BBICOKOW YHCTOTHI 0€3 TOMOJHUTEIBHON OYMCTKU. Bomopos, ncnonb3yeMslid s pea-
JTU3alMu 00paTUMOro BOJOPOJHOIO 3JEKTpoJa, MoyiydaroT u3 snekrponmzepa ['BU-6 (HIIII

"XumasiekTpoHuka').

Bce skcnepumeHThl MPOBOAATCS IPU KOMHATHOM TEMIIepaType.
2.2. IIpu6opsl, nporpamMmmsl

2.2.1. JJeKTpOXMMHUYECKHE IKCIIEPUMEHTDI

DNEKTPOIUTHUECKOE OCAXKICHUE MAJUIaIUs, a TAKKE BCE IEKTPOXUMUYECKUE HCCIle-
JIOBaHUs B JaHHOW paboTe MpOBOAAT Ha MOTEHIIMOCTaTe/TabBaHocTaTe Autolab ¢ mcmosb3o-
BaHUEM cTaHAapTHoro nporpammuaoro odecneuenust GPES u nmporpamm KULON u ZARJAD,
paspaboTtannbix Ha kKadenape snexrpoxumun 1.X.H. C.}O. BacunbeBbiM. COOTBETCTBYIOILIUE SIP-

JBIKK TIPOTPaMM Ha MOJKIIOYeHHOM K Autolab kommbroTepe:

Gpes ELILCM

Jliist 06paboOTKH MOTYYESHHBIX JAHHBIX OOBIYHO IPUMEHSIOT rporpammy Origin 7.0.
st u3MepeHust Macchl MOJUIOKEK U OCAZKOB HCIOJB3YIOT aHAIUMTUYECKHE JIEKTPOH-

gele Becbl Ohaus Adventurer.

2.2.2. PeHTreHorpadpuyecKkui 3IKCIepuMeHT

PentreHoau@pakiimoHHbId aHAIN3 00pa3loB MPOBOAAT Ha PEHTTC€HOBCKOM IU(PAKTO-
metpe Rigaku D/max-RC, ocHamennoM 12kBT HCTOYHHKOM HM3ITydeHUs ¢ BPALIAOIIUMCS aHO-

noM (rpaduToBblii KpucTamui-ananuzaTop, CuKg-u3mydenue). s cheMKu TudpakTorpaMm Mc-
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HOJIB3YIOT KIIACCHYECKYI0 cxeMy (okycupoBku 1o bparry-bpenrano. Obpaszer; 3akperuisiior B
QIIOMUHUEBON paMKe IpH MOMOIIM IUIACTUIMHA. BBUIY HE00XOAMMOCTH MONYYHUTh BBICOKOKA-
YECTBEHHYIO ChEMKY IS ITOCIIEAYIOIIEr0 MUKPOCTPYKTYPHOTO aHAIN3a SKCIIEPUMEHT IPOBOJAT
IIPU MOIITHOCTH MCTOYHHKA, ONMM3KOU K MakcumanbHoi: U=55 kB, =180 MA. lna obecnieueHus
00JIBIIIeH TOYHOCTH ONPEICIEMBIX TAPAMETPOB ChEMKHU BEAYT B HHTEpBaie yrioB 260=35-135° B
pe)XHuMe aroBoro ckanupoBanus ¢ marom 0.02°.

[TomyuyeHHble peHTreHorpaMMbl 00pabaThIBalOT MPH MOMOIIM CHELMAIU3UPOBAHHOM
nporpammbl MargX [26]. Ilporpamma mo3BoJisieT anmpoOKCUMUPOBATh AU(PPAKIMOHHBIC MUKU
nuHelHOU kKomOuHarmeln ¢pynkumii Jlopenna u ['aycca u mo3BossieT paccYuTaTh 3aBUCUMOCTD f3*
OT d*, HEOOXOIUMYIO JUIsl TOCTPOCHHS Y MIIbsIMCOHA-Xo0JI1a.

JlononHuTeNbHY0 00pabOTKY MOJyYEHHBIX JAHHBIX MPOBOAST B porpamme Origin 7.0.

2.2.3. Mukpockonus

Mukpockonuyeckoe HcciaeioBaHue O0pas3loB MpoBOAST Ha Mukpockomax JEOL
JSM6380 (ckaHUPYIOIIUN DIIEKTPOHHBIH MHUKPOCKOM) M “YMKa” (CKaHUPYIOIIUN TYHHEIbHBIN
MHUKPOCKOIT; MPOU3BOACTBO — “Hanounayctpus”, Mocksa).

[ns ynpapneHuss MUKpockonoMm “YMka” ucnosb3yercst nporpamma test 1. CoorBerct-
BYIOIIUH SIPJIBIK, PACIONIOKEHHBIM Ha paboyeM CTOJIe KOMIbIOTEpa, MOJIKIIOUYEHHOTO K MUKPO-

CKOITY:

i

Apnelk AnA
kesk1

Jliist 00paboTku M300paKEeHUH, MOTYYSHHBIX HAa MHKPOCKONE “YMKa” HMCTOIB3YIOTCS

nporpammbl SPIP, Adobe Photoshop u Image Pro.

2.3. TpéxaneKTpoaHasA 3JIEKTPOXUMHYECKaa A4yeKa

[TpuniunuanbHas cxema u (potorpadus OTKPHITON TPEXIIEKTPOIHON SUEHKU C HEpas-

JIeNIE€HHBIMY IPOCTPAHCTBAMU IS ITOIYUYEHUs NAJUIAIUEBBIX OKPBITUN NTpeAcTaBieHa Ha Puc. 7.
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['eomeTpryeckas mIomaab MOJIOKKH IS OCAXKICHUs (30510Tast gomnwra; I/, Puc. 7) co-
crasisier ~0.5 cM>. [ToayoXKy TOIBEIIMBAIOT HA BMASHHYIO B CTCKJSIHHYIO TPYOKY TIJIATHHOBYIO
npoBosioky. K npyromy (He KOHTaKTHPYIOIIEMY C paCTBOPOM) KOHILy Pf pUIasiHa MeJIHas po-
BOJIOKA, COEUHsIEMasi C IOTEHLMOCTATOM 3a)KMMaMu Tuma “kpokojauin” (7, Puc. 7). CteknsHHyI0

TpyOKYy (PUKCUPYIOT HaJ PacTBOPOM Ha ILTATHUBE.

MoreHymocrar

Pucynok 7. CxemaTuueckoe nzodpaxkenue (cjeBa) u ¢ororpadus (cnpaBa) OTKPBITON TPEXIJIEK-
TPOIHOI siueliKU JIsl IPUTOTOBJIEHHUs 00pa31oB: 1 - padoumii 31eKTpoA, 2 - BCNOMOraTe/IbHbI 3J1eKTpo], 3 -
3J1eKTPOJ CPABHEHMs, 4 - cOelMHEHHEe JBYX BCIIOMOTraTe/IbHbIX 3JIEKTPOJ0B, 5 - pacTBOP Oca:KkAeHHsd, 6 - co-

eI[HHHTeJ'IbeIﬁ MOCTHK, 7 - coeMHEeHUE € MOTEHUNOCTATOM.

[Inomanbs BCIOMOTaTENbHBIX SJEKTPOJAOB (IUIACTUHBI W3 IUIATUHOBOM (onbru; 2,
Puc. 7) cocraBnser ~ 8-9 cM?, TO €CTh 3HAYHTENIBHO MPEBBIIIACT TUIOMIAIb 00PA3IOB, 4TO 0Oec-
NeYMBAET PABHOMEPHOCTb pacIpe/iejeHHsl JIMHUN ToKa. [1nacTuHbl BCHOMOraTeabHOro 3JIE€KTPO-
Jla KPeMsITCs Ha KPasiX CTEKJITHHON €MKOCTH JIJIsl OCAKICHHS, TApAJIENIbHO TUIOCKOCTH pab0overo
3JIEKTPO/Ia, HA OJIMHAKOBBIX PACCTOSHHIX OT HEero (cM. Bpe3ky Ha Puc. 7). Ilepen momcoequne-
HUEM MPOTHUBORIIEKTPOJIOB K MOTEHLMOCTATy OHH COEIUHSIOTCS MEXIY COOOM MpU MOMOIIU
MIPOBOJIOB B MECTE crasi MpoBoJioB (4, Puc. 7).

B kauecTBe 3eKTposia CpaBHEHUS UCTIONB3YETCS BOAOPOAHBIN ekTpo (3, Puc. 7 ne-
TaJbHO €ro YCTPOMCTBO MOKa3aHo Ha Puc. §). DTOT 3/IeKTpo COEAMHSIOT C IIEHTPAIBHBIM COCY-
JIOM STYEHKH TIPU MTOMOIIH 3JIEKTPOIUTHYECKOT0 MocTa (6, Ha Puc. 7, ciipaBa).

DIEKTPOXUMHUECKOE HCCIIEI0OBAaHUE MOIYYEHHBIX O0pa3loB MPOBOAMTCSA B TPEXDIIEK-
TPOJHOM 3JIEKTPOXMMHUYECKOU SYEMKE C pa3lesIEHHBIMU NIPOCTPAHCTBAMU, IIPEACTABICHHON HA
Puc. 8. llenTpanbHast 4acTh SSYEUKH - COCY, B KOTOPBIM MMOMENIAETCS pabounid 7eKTpos (DJIeK-
Tpoocax &bl Pd Ha Au ¢donsre; I/, Puc. §). Cocyn BcoMorarenbHHOrO 3J1eKTpoja (I1aTu-
HoBas (onbra; 2, Puc. 8) ornenén kpanom (6, Puc. 8) o cocyna pabouero snekrpona. B kaue-

CTBE AJICKTPOJIa CPABHEHUSI UCIIOJIB3YETCSl BOJAOPOIHBIN 3nekTpoa (3, Puc. 8), coenunstomuiics
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C COCYZIOM pa0odero 3JIeKTpoja MpH MOMOIIHN COeTUHUTEILHOTr0 MocTHKa (8, Puc. 8), ogun u3
KOHIIOB KOTOPOTO (TOT, KOTOPBIH MOJABOAUTCS K paboueMy 3JEKTPOaY) MPEACTaBIsAET CO00M Ka-
nwusip Jlyrruna (4, Puc. 8). Jlns npomyckaHus HHEPTHOTO rasa sueiika cHabKaeTcs Creualib-

HBbIM BBOJIOM (5, Puc. 8).

Pucynok 8. CxemaTnueckoe uzoopaxenue (cjieBa) u ¢gororpadus (cnpasa) TPEXIJIEKTPOAHOI sTueiiku ¢ pa3-

JNeJIEHHBIMH NpocTpaHcTBaMu: 1 - padoumii 3J1eKTPO/, 2 - BCIOMOTaTeJIbHbIi 3J1eKTPO/, 3 - BOJIOPOIHBII j1eK-
TpoA cpaBHeHus (3.1 - moagBOAMMBIIi ra3000pa3HbIil BOAOPOJ, 3.2 - IIIaTHHUPOBAaHHAS NJATHHOBAasI ceTKa, 3.3 -
PacTBOpP KHCJIOTHI, 3.4 - BOASIHON 3aTBOP, NPENSATCTBYIONIUI MONAJAHUI0 KHCJI0POAA BO31yXa), 4 - KANIWJLIAP
Jlyrruna, 5 - BBOJ HHEpPTHOI0 ra3a, 6 - pa3aeuTe/IbHbIN KpaH, 7 - BOASHOMH 3aTBOP, 8 - coeMHNTEIbHBI MOC-

THK.

Ilepen sKCIIEPUMEHTOM BCE COCTABJISAIOLIME YACTH JIEKTPOXUMHUUECKON SYEHKHU JOIIK-
Hbl OBITh TIIATEIBHO BBIMBITHI C LIEJIBIO YJAJIEHUSI C MOBEPXHOCTEH, KOHTAKTUPYIOLIUX C U3Y-
YaeMbIM PacTBOPOM, CJI€ZIOB OPraHWYECKMX M HEOpraHudeckux npumecedl. Hekoropsle neranu
9TO omepanuu Ooniee MOAPOOHO U3IokeHbl B kHure [11, co ctp. 27]. HeBbimonHenue 3Toro
TpeOOBaHUS HEM30EKHO BIIEYET 3a OO0 MCKa)KeHUE HKCIEPUMEHTANBHBIX JTaHHBIX, IOCKOJIBKY
IPUMECH 3JIEKTPOAKTUBHBIX M MOBEPXHOCTHO-AKTUBHBIX BEIECTB MOTYT CYIIECTBEHHBIM M HE-

KOHTPOJIUPYEMBIM 00pa30M BIUSATH Ha CTPOEHUE MEX(Pa3HOU IPaHUIIBI.
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2.4. IJaekTposuTHYecKoe ocaxaeHue Pd Ha Au posbry

1.  TmarensHO BBEIMBITH (CHa4Yajla B CEPHOM KHCJIOTE, 3aTeM OMoJocHyTh 10 00béMma-
MU BOJABI U 5 00bEMaMH TUCTUIUTMPOBAHHON BOJBI) BCE COCTABIISIFOIINE SYCHKH, | CTEKISTHHBIN
ctakaH (00bEM — 50 mi1) 1 Grokc. 3aTeM BCE 3TO BBICYIIUTH B CymmibHOM 1kady npu T=60 °C
(xak npaBuio, 20 - 30 MUH JOCTaTOYHO).

2. 3anoJaHUTH COCYyJ BOJOPOJIHOTO AJIEKTPOJIa C MOMOIIBIO MUIIETaTOpa PacTBOpoM 1
M HCI u noaxIro4YuTh €ro K reHepaTopy Bojopojaa. BkimrouuTs reHepatop Bogopoaa (KHOIKa
“POWER” Ha nuueBoii nanenn). [Ipomyckats Bogopos yepe3 cocy BOJOPOIHOTO IIEKTPoaa B
tedeHue 40-50 MUHYT 11 JOCTUKEHHSI PABHOBECHS.

3. B3sBecutb cyxoii O10KC U 3anucaTh MOJTYYEHHOE 3HAYEHHE MACCHI.

4. TIOJ BBITSDKKOM npHrotoBHTH HapcKyo BOAKY B BHICYLICHHOM CTAKaHE U pa-
3orpeThb €€ 10 kuneHus. C IoMoIIbI0 IIATUHOBOTO KPIOYKa MMOMECTUTH TyAa MOUI0XKKY AJIS Oca-
HKJICHUS U MOJIBEPTHYTH €€ TPABICHUIO B T€UEHHUE | C I OUMCTKH MOBEPXHOCTH METaJlIa. 3aTeM
MOJUTIOKKY TINATEIHHO MPOMBITH AUCTHIIIMPOBAHHOW BOJIOM, TOMECTHTH B OIOKC M BBICYIIHUTDH B
cymmibHOM mKady mpu T=60 °C.

5. IlomecTuTh MOAJIOKKY B CyXOM OIOKC M B3BECUTh (HE3aBHCHUMbIC B3BELIMBAHUS
NPOBOJIUTH TPH pa3a JJIsl OLEHKHU MOTPEIIHOCTH U3MEPEHUS MacChl). BEIUMCIUTD MacCy MOAI0XK-
KU, BBIYTS U3 TIOJTYYSHHOTO 3HAYCHHSI Maccy OroKca. 3amucarh MOJTyYeHHOE 3HaYCHHUE.

6.  IlomHocThIO cOOpath stueiky (cMm. Puc. 7) m 3amoaHUTH OCHOBHOM €€ cocya pac-
tBopoM 0.1 mac. % PdCl, + 1M HCI. BaxHo: MIaTUHOBBIA KPIOYOK, Ha KOTOPOM KpPEMUTCS
ANEKTPOJ, JOJDKEH OCTaBaThCsA HAJ PacTBOPOM, CyXuM; Kanmwuiap JlyrruHa goimkeH ObITh HOJ-

BeICH KaK MOYKHO OJIM)KE K TOBEPXHOCTH DJICKTPOJIa:

7.  llomcoenwHuUTh sUEKy K mpubopy Autolab (paGoumii 37€KTpOI MOAKITIOYACTCS K
npoBoxy WE (working electrode) npubopa, Bcnomorarenshslii — k ipoBogy CE (counter elec-
trode), anexrpon cpaBHeHus — k npoBoxy RE (reference electrode)) 3axumamu Tuna “Kpoko-

2

o,
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8.  Brxumrouuts nmpubop Autolab.
9.  BkIOYHTH KOMIBIOTEP, UCTIONB3YIOIIMICS A yIpaBiaeHus npudopom Autolab.

10. 3amycruts nporpaMMy KULON U BBINOJHUTH CIELYIONIYIO ITOCIEI0BATEIBHOCTD

JICUCTBUH:
1. OTKPbITb OKOLIKO
PCAIKTUPOBAHUA
YCTAaHOBOK
IKCNCPUMCHTA
ll't:||1 v ||1
2. MNponucats T T
HYTb 3r[:IU v IU
COXpaHeHWUA N — ’dT_u: L Iﬁ ‘ 6. 3anycTuTb
- BIE[D V[0 [Nore -I :
danhna 9 s ol o IKCNCPUMCHT
aref vl [hwe Fl :
SFEP V[ e 2|
wrep vp e S

5. Hamats OK

3. Bectv geamyuHy
noTcHUMana
OCaMACHUA

4. BBCCTH rPaHMYHbIC YCA0BKA
(ocamAacHue 3agepwanu
No AOCTUXCHMIO 3apana B 2 Kn)

Ocanuts TpHU o6pa3na nmpu E,. = 38, 262 u 462 MB (B mkane o6paTuMoro BOJOPOIHOTO
anektpoga B 1 M HCI). Be3ae B nganpHeiimem nonydeHHble oOpa3ibl obo3Hadatorcs JOPd 1,
D0Pd Il u 30Pd III coOTBETCTBEHHO.

11. Tlo okOHUaHMH PKCIIEPUMEHTA BBIHYTH 00pa3el] U3 SYECUKH, OMOJOCHYTh TUCTHII-
JIMPOBAHHOW BOJIOM, BBICYIIIMTh HA BO3AYX€ M B3BECUTh. [10 pazHOCTH Macc 3leKTpoaa 10 U Mo-

CJIe OCaXKJCHUS OIPEIEIUTh MacCy Ocaaka (mpg).

2.5. Perucrpauus BosibTamneporpamm Pd/Au ajsiekTpooB

1.  TomarensHO BBIMBITH BCE COCTaBJISIONIHE siaeliku (cM. 1.1 pasmena 2.4), n3obpa-
»kéHHoM Ha Puc. 8, a 3arem BrICymUTh B CymmiibHOM Ikady mpu T=60 °C.

2. CoOpatp ¥ 3anoiHUTH A4eiky pactBopoMm 0.5M H>SO, (npu uccinenoBaHud aj-
copOmmu atoMoB Kuciopona) win pactsopom 0.5M H,SO, +0.1M CuSO, (npu uccnenoBaHuu
agcopbumu aromoB Men). Cocy1 BOIOPOIHOTO 3JIEKTPO/Ia CPABHEHHUSI B 00OUX CITydasix 3amod-

Hsercs pactsopom 0.5M H,SO,.
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3.  TMoxaximounTh SYEHKY K TeHEepaTopy Boaopona (Bxox 3.2 Ha Puc. 8) u Gaiony ¢
apronom (Bxon 5 Ha Puc. 8), perynupysi CKOPOCTh MPOAYBKU MPH MOMOIIb KPAaHOB PEayKTOpA,
YCTaHOBJICHHOT'O Ha OaJlIoHE.

4.  BKJIIOYUTH TOK T'a30B U OCTABUTH SIUEHKY B TAKOM COCTOSIHUM Ha 2 4Yaca.

5. Ilo ucreueHMM yKa3aHHOTO BpPEMEHH, NpPOAENaTh IOCIEI0BATENbHO IEHCTBUS,
onuvcaHHble B 1. 7-9 pa3znena 2.4.

6.  3amycrtuts nporpammy GPES.

7. B mporpamme GPES BeiOpath Method—Cyclic voltammetry—Linear; cnenarsb
CJIEIyIOIIME YCTAaHOBKU: YHMCIIO LUKIJIOB CKAHUPOBAHUS — 5; HaualbHbIN MOTEHIMAI (MOTEHIMAI
Pa30MKHYTOM I1enu), nHTepBai ckanuposanus — 0.3-1.25 B; ckopocTts ckanupoBanus — 1MB/c;

OTKPBITh AUAITa30HbI TOKOB, 3allyCTUTb SKCIICPUMCHT.

e

EREEEELLLESE Ok vty
BC oo — T =

Pagal T Poge2 ;I <
P L 5. OTKpbITb
First conditioning potential (v): 0 High Stabdity | [ ———
g:m:r:;‘gn time (s) 0 - L =§ ,D,I/Ial'laapoI
easureme or~ & o |/
1. YUCIO LMKNOB CKAHUPOBAHUA—> Hemmmerent . el | TaroS
Cell off after measurement | x ——
Standby potential (V) © (]
- Deine s polantBlWILOCE: T T oy Tty R
2. HauanbHbli NOTEHUUASlF———> | Sierpoential (). E
irst vertex potential (V) : 1.25
[Second vertex potential (V) J 12s0m——m
Step potential (V) : 00244
Scan rate (V/s) : 001
3. UHTepBan CKaHMpoOBaHMA A 12800
Title and subtitle 7.500m-
5.000m-
4. CKOpOCTb CKaHMpPOBaHUA = e
o4
-2.500m-{
-5.000m-
-7.500m+
0.020 0
kil _»[:/I 1z

6. 3anyCcTUTL 3KCNEPUMEH = W
P, -

8.  Ilo oxoH4YaHMH HM3MEpPEHMH COXpaHMUThH MoJyuyeHHble naHHble: File—Save scan

as—scan 5—TIpONUCcaTh IyTh COXPaHEHUS.

9.  BbiHyTb 00pazel u3 siueiKy, OMOJIOCHYTh TUCTHUIIIMPOBAHHONW BOJOW U BBICYLIUTh

Ha BO3IIyXeE.
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2.6. Perucrpauus KpuBbIX 3apsikeHusi Pd/Au asiekTpoaoB

1.

TaTenbHO BBIMBITH BCE COCTABIISIFOIINE sueiku, n3o0paxeHHoit Ha Puc. 8 (cwm.

n.1 pasnena 2.4.), a 3aTeM BBICYIIUTH B cylriibHOM 1ikady mpu T=60 °C.

2. CoOpatp U 3amoJIHUTH BCIO SUEWKY (BKJIIOYAs COCYJ BOJOPOIHOTO AJIEKTPOA)
pactBopom 0.5 M H,S0,.

3. [Iponenate mocienoBaTeILHO NCUCTBUS, ONMMMUCAHHBIE B 11. 3-5 pa3aena 2.5

4.  3Banyctutre nporpammy ZARJAD (uHTEpdeiic mporpaMMbl aHAJIOTHYEH WHTEP-
¢eiicy KULON)

5. OTKpBITh MEHIO PEIaKTUPOBAHMS YCIOBUI IKCIIEpUMEHTa (KHOMKa >>Programm)

6. Y CTaHOBHTH yCIIOBHS IKCIIEPUMEHTA TOYHO TaK, KaK IMOKAa3aHO Ha PUCYHKE:

Comment: ICHﬂTue KpHBBIX 3apAxenma Pd

7 “ stationary Charging Curve: i S - al.glil
File

Measure Hardware View

_DW
v EQ ¥ Et

EI:IEI.EIGEI () ']

b =l p—

~Measure

[¥ Save resul to: |E:\Prakikum _|
Start
Conditioning Time interval
EV t min Tmas,mn b min ;f I >
1 |08 j10 12 [o5 Pause | Restatt
2 ID IO 2 |5 |1 | Range
3 ID IU 3 Iﬂ |IJ I~ Auto

~Potential interval ===
1 2 3 4 5 6 7 8 dE m¥Y/min:
Endpot,V (007 005  fo03 {005 ooz os [0 0 dE % /min:
imé [1 1 1 {1 B B [o [0 Noise
t, sec |10 flo o o o 1o [0 [0
dE, mi/min [1 jor 1 Joa [ [0 [0

100 mkd &

0K I Cancel |

BHecéHHbIE yCTaHOBKM NPOTrpaMMbl OTPa)KaloT CIEAYIOIIME YCJIOBUS 3KCIEPUMEHTA:

PaBHOBECHBIC KpPHUBBIC 3apsikeHust peructpupyrotcs oT 0.6 10 0.03 B u 06paTHO; 111 OTydeHHst

TOYKH Ha KpUBOH Uepe3 2JIEKTPOoJ npomnyckaercs ToK /=1 mA4 B Teuenue =10 c, mocie 4ero Lemnb

PAa3pLIBACTCA U OXUAACTCA YCTAHOBJICHUSA PABHOBCCHOT'O IMOTCHIIMAJIA (HO €ro AOCTHUXKCHUU,

npuOOp aBTOMATHUYECKU MEPEKITFOYACTCS K U3MEPEHUIO CIICIYIONICH TOYKH); KPUTEPHHA CTaIHO-

HapHOCTH B a- U f-pazax — 1 mB/muH, Ha mato — 0.1 MB/mMum.

7.

BoeiHyTh 0Opaseny u3 s4yeiku, ONoJIOCHYTh AMCTHIIIMPOBAHHOW BOJOH U BBICY-

IIHUTH HA BO3AYXC.
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2.7. IlosnyyeHHe MUKPOCKONMUYECKHX U300paKeHUu Pd/Au o6pa3uoB

2.7.1. Tlosny4yeHue usoo6pakeHuii Ha COM

B pamkax naHHOH 3a7a4M HE MPEIONAraeTcs CaMOCTOSITENBHOTO MOMYyYeHHs CTyACH-
ToM COM-u300paxkenuii 00pasios. [loanucannsie 00pa3iibl HEOOXOAMMO OTHECTH BO JJBOPOBBIiA
KOpIlyCc XuMu4eckoro ¢axynsrera B “Jlaboparoputo (yHIaMEHTAIBHBIX MPOOJIEM MOIYy4YECHHUs

aniOMUHUS U niepenath Anekcanapy OunaroBy.

2.7.2. Tlosy4dyeHue usoo6pakenuit Ha CTM.

1.  3akpenuth 0Opa3ell Ha AepiKaTese: MOJI0KUTh 00pasel] Ha IepKaTellb, JanKy

JeprKaTeliss OCTOPOKHO OMYCTUTh Ha 00pasell, 3aTSHYTh BUHT.

Obpazel, Jlanka geprkatens

Jepxartenb BuHT

2.  BKIIOYMTH NIMTAHUE MUKPOCKOMA (TyMOJIep Ha 3a/Hell naHenu 06J0Ka MUTaHus):

3. IlomectuTh 0Opazer; B MUKPOCKOI: OTKPBITh KPBIIIKY MUKPOCKOIA, TPYU TOMOIIU
NUHIIETa YCTAaHOBUTH 00pa3el] Kak MOXKHO OJIMKe K Uriie (HO He KacaTbes Uribl!!!), 3akphITh

KPBILIKY MUKPOCKOIA.
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Pt-Ir (80-20 mac. %) nrna

4.  3amyctuTh mporpammy test 1.
5. OtkpeiTh BkIanky Approach u HaxaTh KHOMKY Start. JloXHaTbCs MOSBICHUS
KpacHOro CTOJIOWKA Ha miKane R (MHAMKATOp YCTAaHOBIEHUS KOHTAKTa MEXAY MOBEPXHOCTHIO

oOpasiia u Urioun).

~Ioix
Device | EEPROM | EE User | STM | Manual | Generate | Oscilloscop | Spectr | AFC | Impedance | FFT Mon |
Impulse | Feedtune | Calbrate | Stabiity ~Approach | Topography | Spectrs | Imp.Spectis | FFT Spects

STM config
Jump Level [40.0 % Delay: 5000 mks
Raw Step: [20 Delay |2 opcl ISens: [13 %
R Sens: 0.4 %
Soft Step: |1 Delay: |4 oyl Levek[500 %
Auto Z threshold: |2.0 %
XY  Step |2 Delay: |2 eyel
Prescan Ponts: |5 Lines: '5 YL'nse:|5
Scan Delay: [100 cyel
Hysteresis [v Comect Parl: |0.1650  par2 |0.0257
Spectr Dolay.l‘I cyel DUSmise:lU.OZO né
Update
[approach successful * ~
( STM status
z [« | AutoZ follow OFF | Utun: [«] I O || T Y
" Used [ Log Feedback ON o < | »] [o500 o
[~ Usefiter [v Linlog _ Resolution LOW I
I~ Auto tune O Fon Uwn: [0300 v e 05T A i
P[] I [ T T 3 | G 3 T | 2o
Quality: 08678 _Load Defaults | ol plp iz

6.  OtkpeiTh BKIAIKy Topography u caenath mocieA0BaTeIbHO CICIYIONINE ICHCT-

BUA:
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2. NocTacuTe 4 | Specti| AFC | Impedance | FFT Mon |
MO | Spectrs | impSpects | FFT Spectrs .
| o P S N
V(a Yot 000 o Yien: 71552 om
3. Nponucats [ o | Cancel bl e [T
nyTs Speed: [1000.0 Gt
COXPAHCHWA

1000 Hz Delay:[200

1. Haxats
ST G = > KHOMNKY
Advanced

_'J [~ Chanel 3: ¥| [T Rev: [~ HyCale
——————————— 100000100000 ron | Chanel & =] I | Heverse

ScanTive:| s ZOTIUER o [T ke I Break FB
Elapsed: s Substep speedt | s Sean | Continmn
ST o = — —
z[4 ] AutoZfollow OFF | Utun: [4] D CE
I Usedl [ Log | FeedbackON e [4] | ] foso ma
I Usefter [ Linkog _ResoluionLOW | OJmJ u "
I~ Autoune [ Digtal Feedback Un: | Voot | = RUID |
K| o - k" O i | RN I |
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7. YCcTaHOBUTH YCJIOBHA SKCIICPUMCHTA TAK, KAK IMOKA3dHO HAa PUCYHKEC, U HAXKATH

KHOIIKY Scan:

o)
Device | EEPROM | EE User | STM | Manual | Generate | Osciloscop | Spectr | AFC | Impedance | FFT Mon
Impuse | Feedtune | Caibeate | Stablly | Appioach  Topography | Spects | Imp.Spectis | FFT Spects

ol e (g 4
X=tuxt sl | oy Xom[56 of[000 om Xen[316 o

yom[%  Yot[000  rmven[TE
6 = el o] oum

e 1t| 1] A | speedt 10000 s
IU): Anpitude[5  mV Freq:[1000  Hz Delay:[200

RU): Ampiude:[5  m Freq [1000  Hz Delays[200
I2): Ampitude:/1  pm Freq [1000  Hz Delay:[200

IV Chanel1:[R | © Revese mm[

F/"M?IR vl I Reverse
4 I'I:}mela| 'lr""-l—HyCalc
' ) 1000.00x1000.00rvn | Chanel&:] 3] R | [T

L

ST " ZESMER ¢ e
Elpsed [ ¢ Substep|  Speed l_nmz's e

{Approach successful

STM status : = _ _

z[d I 3] Awozioworr | U [d] ] »oa0 v

[~ Used [ Log FeedbackON 4] »os0 A
[T Usefter [v Linlog  Resolution LOW | _—I J —I

[~ Auto tune [ Dighal Feedoack Utur: (0.300 ¥ lun 0539 vy HUTD
pld I 2 te Mo o:fal] 0 |
Quality: [071126 _Load Defauls | ofems pl ifo

Yépubriii GoH oTOOpakaeT MOCTYMHBIA Ui CKAaHHUPOBAHUS YYaCTOK TOBEPXHOCTH 00-

pasna. KpacHas kBagpaTHas pamoyka Ha 4€pHOM GoHE 0ToOpakaeT IpaHUIly 00IacTH CKaHHPO-
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BaHMsI, YCTAHOBJICHHYIO B JAHHOM KOHKPETHOM 3KcrmepumeHTe. Takum oOpaszoM, nepeaBuras
KPacHYI0 paMO4YKy 1o 4€pHOMY (OHY MOXKHO TIOJy4aTh M300pa)KEHUs Pa3HBIX yYacTKOB TIO-
BEPXHOCTH 00pasia.

Jnst xaxmoro ucciemyemMoro odpasia JOKHO ObITh moiydeHo He meHee 10 CTM-

N300paKEHHN.

3. O6padoOTKa NMOJIy4YeHHbIX JaHHBIX

3.1. OI.IEHKa BbIX0/J4 I1O TOKY IIPHA OCA’KACHHUU ITa/VIaAUA

1.  3amycrtuts nporpammy Origin 7.0.

2. WmmnoptupoBarh TaOiWIly C JaHHBIMU (TPAaH3MEHT TOKA OCAaXACHUS Maulagus):
File—Import—Single ASCII—yka3ars Mmecto pacnonioxenus ¢anma—Open.

3.  Iloctpouts rpaduueckoe u300pa>keHUE TPAH3UEHTA TOKA OCAKICHHS (Tabmuia c
UMIIOPTUPOBAHHBIMH JAHHBIMU JOJDKHA OBITH akTHBHA): Plot—Line

4.  OueHuTh MWIOHIAAb MO MOTYYSHHON KPUBOH (3apsia O, 3aTpauyeHHBIN Ha MPOIECcC
ocaxxnenus ): Analysis—Mathematics—Integrate. Ilocne sToro Ha mosie rpadguka mosiBUTCS Tao-
JMYKa ¢ pe3ylibTaTaMl MHTETPUPOBAHMUS.

5. Paccuurate mpyp no yp. (8) (B kauectBe () MOACTaBUTH ILIOLIAAb MOJ KPHUBOM,
OTPEeNIETEHHYIO B TIPEABIAYIIEM ITYHKTE).

6.  Paccumtath BbIXOA 1O TOKY 110 Y. (7).

3.2. OnpeaejieHHe UCTUHHOM OBEPXHOCTHU 3JIEKTPOOCAKAEHHOTO
nauiagus

1.  Ilpomenarp mocnenoBaTeNbHO IEUCTBUS, onucaHHble B 1. 1-3 pasgena 3.1 (um-
MOPTUPOBATH BOJIBTAMIIEPOTPAMMY HCCIIETyeMOro o0pasiia).

2. OmpenenuTh IUIOUIAAb TOJ COOTBETCTBYIOIIEM YYaCTKOM BOJIBTaMIIEPOTPAMMBI
(cm. Puc. 2) ananmoruyHo criocody, onrcanHomy B 1. 4 pa3aena 3.1. J{ns BelaeneHus: ucciemye-
MOTO Y4acTKa BOJBTaMIIEPOTPaMMbl MOYKHO BOCIOJIB30BAThCSI HHCTpyMeHTOM Data Selector ma-
Heu Tools, pacmonokeHHOW BIOJIb MTPaBOM BEPTUKAIIBHON TPaHUIBI OKHA MTPOTPaMMBbI, WIH BbI-
pe3aTh COOTBETCTBYIOLIUI y4acTOK KPUBOW U3 TaOIuUIIbl 3HaUeHUid B pyuHyto. [lompaBka Ha 3a-
PSOKEHUE MOHHOTO JBOMHOTO CJI0S BHOCUTCS MyTEM BBIYUTAHUS U3 MOJTYYSHHOW IUIOLIAAH, ILIO-
1iaau IpsIMOYT'OJIBHUKA, OTPAHUYEHHOTO CBEPXY JIMHUEH, MOJYYEHHOM ITyTEM JIMHEHHOM JKCT-
panoJsIuy TBOMHOCIOWHONW 00J1acTH, a CHU3Y - ocbio abcumcc. [To 6okam IpsIMOYTOJILHUK OT-

paHU4YCH COOTBCTCTBYIOIHNM UHTCPBAJIOM ITOTCHIIUAJIOB.
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3. PaccumrtaTh KOIMYECTBO AJIEKTPHUYECTBA, 3aTPAu€HHOE HA JIECOPOIUIO agaTOMOB
Kuciopoa (mean) mo yp. (12).

4. PaccuuTaTh HCTMHHYIO IOBEPXHOCTh 00pasia o yp. (13).

3.3. IlocTpoeHHe ¥ aHA/IM3 U30TEPM aGCOPOLUM BOAOPOA NAJL/IAAU-
eM.

A. ITocTpoenne u3orepm adcopoOLMH BOJAOPOAA MAJIATUEM.
1.  Ilpomenarp mocnenoBaTeNbHO JIEUCTBUS, onucaHHble B 1. 1-3 pasgena 3.1 (um-
NOPTUPOBATH KPUBYIO 3apsKEHUS UCCIIEyeMOro o0pasia).
2. Ilepecuntarh MOTEHIMAJIBI HaKOIUICHUS Bojopoaa E B addexTuBHOE naBieHue

BOJIOpOJIA PH2 :

- Column—Add New Columns— 1

- BBIJICJIUTH TOSBUBIIYIOCS KOJOHKY M Ha)KaThb Ha HEE NOMOJHUTEIBHOM KHOIKOM
mermku—Set Column Values

- B OTKpBbIBIIEMCs OKoIike BBect dopmyny: 10°((-Col(B)/0.0591)-0.3) (nepen Ha-
nucaHueM (opMyJIbl yI0CTOBEPHTECH, YUTO B UMIIOPTUPOBAHHOM Ta0IHIIEe C JAHHBIMU CTOJIOEI] CO
3HaYeHUsAMU E HasbpiBaeTcs B, MHaue - mepemMeHyiTe), MpeaCTaBISIONIyI0 co00i BhIpakeHHe

JUTSL HaXOKAEeHUs 2P PEKTUBHOTO JIaBJICHUs Bogoposa 1o yp. (1)

B, =100
H, — Y7

3. Ilepecuutats 3apsia (), 3aTpadeHHBIN Ha 3apspKEHUE 00paslia, B aTOMHOE OTHOIIIE-

Hue H/Pd, ncrionb3ysi TEXHUKY, OMUCAHHYIO B MIPEIBIAYIIEM ITyHKTE, TI0 YPaBHEHUIO:

%d:M (34)

n-F-m,,

4. Tloctpouth rpaduueckoe u300pakeHHEe M30TEpMbI abcopOIUMU  BOAOPOIA

H /
( Ad’ PH2 ) 0 aHAJIOTUH ¢ 1. 3 pa3gena 3.1.

B. Pacuér K, m x):

1. W3 umMnopTupoBaHHOM TaONMIBI C TAaHHBIMHU BBIpEXKbTe 3HaueHUs E,(Q, COOTBET-
CTByIoIIMe nHTepBainy usmenenus £ ot 0.09 no 0.2 B.
2. Ilepecunrtarh MOTEHIMAJIBI HaKOIUICHUS Bojopoaa E B addexTuBHOE naBieHue

BOZOpOaa PH2 C0cO0OOM OITMCAHHBIM BEIIIE B A. 1I. 2.
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3.  BbluMCINTH ATOMHOE OTHOLICHHE BOJOPO/A, HEMOCPEACTBEHHO a0COPOMPOBAHHO-

T'o najuraiueM, K naaaagvuro 1o YpaBHCHUIO!:

%d(a6c): Qaéc'ﬂPd ,

n-F-mg,,
rae Qs BeraucaseTcs 1o yp. (14).

4. TloctpouTs rpaduueckoe H300pakeHne 3aBUCUMOCTH (% d(a6c), [Py, )

5.  ANmpokCMMHUpOBAaTh  TOJyYEHHYIO  3aBHCUMOCTh  JIMHEHHOW  (yHKIMen

(Analysis—Fitting—Fit Linear).

0
6. Paccunrate BemmuuHbl Ky M X, Kak MapaMeTphl allpOKCHMAINH, TIPEAToiaras, 4ro 3a-

BHUCHUMOCTbD (%d (a6c) 5 \/Pin) OIIMCBIBACTCA -

3.4. AHa/U3 NOJIy4YeHHBIX pEeHTreHOrpaMM

A. Onucanue IKCIEPUMEHTAJBLHOH PEHTIeHOTPAMMBI.

1.
2.

3amyctuth nporpammy MargX.

3arpy3uthb ¢aiitn ¢ ganHeiME (pacuipenue .RAW), nns yero Haxath CIEIYIONIYIO IMO-
CJe/l0BaTeIbHOCTh KHOMOK : 1, Enter, 1, Enter. B mosBuBIIEMCS OUAOre BBECTH UM
¢aiina BMecTe ¢ pacuIMpeHreM U HaxxaTh Enfer. B 0TeIbHOM OKHE MOSIBUTCS 3arpy KeH-
Hasl pEeHTIeHOTpaMMa (3eJIEHBIC TOUYKH Ha YEPHOM (OHE).

3arpy3uth (aitn ¢ mapamerpamu monenu (pacmupenue .PAR), ans yero Haxath cie-
OYIOUIYI0 mocaeaoBarenbHocTh KHonok: 0, Enter, 2, Enter, 1, Enter, 1 Enter. B nosiBuB-
HIeMcsi TMaiore BBecTu uMs (haiiina BMeCTe ¢ pacuIiupeHrueM U HaxKaThb Enter.

J1st IpoBEpKU TOro, YTO BCE JAHHBIEC 3arpyKEHbl HOPMAJIBHO, CAENATh PACUET C HYJIEM
uukioB MHK. Jlnst atoro naxars 0, Enter, 0, Enter, 4, Enter, 1, Enter. B oTKpbIBIIEMCS
JIAAJIOre BBECTH KOJIMYECTBO LIUKIIOB - 0 ¥ HaxaTh Enter. B OKHE ¢ 3KCIIEpUMEHTAIBHOU
PEHTTeHOTpaMMOM MOSIBUTCS BTOpas - pacuéTHas (KpacHasi JIMHUS) U Pa3HOCTHAs PEHT-
reHorpaMMa (KpacHasl JIMHUS 107 SKCIIEPUMEHTAJIbHOW M Pacu€THOM pEeHTreHOrpaMma-
st noAroHKy pacy€THBIX MHTEHCUBHOCTEW IOJ SKCIIEPUMEHTAJIbHbBIE HaXaTh CIEAYIO-

LIYI0 NIOCIIEI0BAaTENbHOCTh KHONOK: 2, Enter, 1, Enter, 3, Enter, 2, Enter, 0, Enter, 0, En-

* B mocie10BaTeNbHOCTH KOMaH)1 He YKa3aHa HEOOXO0MMOCTh HaXaTUs KHONKU Enter, BOSHUKAOIIAS TIPH BBIBOJIE
cucteMHol nay3sl ¢ TekctoM Fortran Pause - Enter command<CR> or <CR> to continue. B 3tux ciyuasx He-
00X0IMMO HakaTh Enfer CTONBKO pa3, CKOIBKO TpeOyeTcs Ul IPOAOIDKEHHS BEIBO/IA TAaHHBIX WIIN TTEPEXo/ia K ciie-
IYIOIIEMY ITyHKTY MEHIO.
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ter, 0, Enter, 4, Enter, 1, Enter. B oTKpbIBILIEMCS TUAJIOT€ BBECTH KOJIMYECTBO IIMKIIOB - 5
u Haxxathb Enter.

Jlns yTOYHEHHsI CHUCTEMaTHYECKHUX CABHIOB Ha)KaTh CIEAYIONIYIO MOCIEI0BATEIbHOCTh
KHONOK: 2, Enter, 1, Enter, 3, Enter, 1, Enter, 6, Enter, 7, Enter, 0, Enter, 0, Enter, 0, En-
ter, 0, Enter, 4, Enter, 1, Enter. B oTKpbIBILIEMCS TUaJIOT€ BBECTH KOJIMYECTBO IIMKIIOB - 5
u Haxxatb Enter.

Jlns yTouHEeHUs mapaMeTpoB PEMIETOK 30J0Ta U MaIaJus HaXKaTh CIEIYIONIIYIO MOCIe-
JIOBaTeIbHOCTh KHONOK: 2, Enter, 1, Enter, 3, Enter, 1, Enter, 14, Enter, 20, Enter, 0, En-
ter, 0, Enter, 0, Enter, 0, Enter, 4, Enter, 1, Enter. B OTKpbIBIIIEMCSI THAJIOT€ BBECTH KO-
JIMYSCTBO UKJIOB - 5 U HaXXath Enter.

Jlns yTOuHEeHHs mapaMeTpoB, OTBEYAIOUINX 32 MIMPHUHY MHKOB, HAXKATH CIEAYIONIYIO T0-
cJIEOBATEILHOCTL KHOIIOK: 2, Enter, 1, Enter, 3, Enter, 5, Enter, 6, Enter, 0, Enter, 0,
Enter, 0, Enter, 4, Enter, 1, Enter. B oTKpbIBILIEMCSI JUAJIOT€ BBECTH KOJIMYECTBO ITUKIIOB

- 15 n maxxatn Enter.

b. CoxpaHeHue 1aHHBIX.

1.

st Toro, 4ToOBI COXPAaHUTh PACCUUTAHHYIO PEHTTEHOTPAMMYy M JaHHBIC JJIs TIOCTPOE-
HUSl YWIbsiMCOHA-X0JJ1a, HAXKATh CIEAYIONIYIO MOCJIEI0BATENbHOCTh KHOMNOK: 4, Enter,
2, Enter, 4, Enter, 3, Enter. BeiOpats a3y namnagus, Haxas 2, Enter. OTBETUTH OTpHIIA-
TENbHO Ha MpeAsiokeHue pacuéra (pakTopoB KOHTpacTHOCTH, HaxaB N, Enter. Coxpa-
HUTH MIOCTpOCHUE, HAXaB 1, Enter, 3, Enter. BBectn ums ¢aiina ¢ pactmmpenuem .DAT,
Hanpumep, WHPd250.DAT u naxxate Enter. CoxpaHUTh pEHTT€HOTpaMMBbl, HaXaB 2, En-
ter. BBectu ums daiina ¢ pacmupenueM .DAT, nanpumep, FITPd250.DAT u naxats En-
ter.

st Toro, yToObl coxpanuTh yrounénusie no MHK mapamerpsl, Haxats 2, Enter, 1, En-
ter, 5, Enter. BBectn ums ¢aiina ¢ pacmmpenneM .PAR, nanpumep, Pd250final. PAR u

HaxkaTb Enter.

B. IlocTtpoenue Yuiabsimcona-XoJuia.

l.
2.

3amyctuth nporpammy Origin.

NmmopTtupoBath Tabnuily ¢ AaHHbIME (TIEpBBINA (aiin ¢ pacmupenuem .DAT (B mpumepe
Beiie WHPdA250.DAT)): File—Import—Single ASCII—yxka3aTb MECTO pacroyoKeHHs
¢aitna—Open. B umnoptupoBanHoii Tabnuie OyneT miecTh KOJOHOK (B MOpSIKE oye-

pénHocTn): h, k, [, d*, p*, a(f*).
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Cnenatp noctpoeHue YunbsiMcoHa-XoJuia, JUisl 4ero Ha3HAUYUTh KOJIOHKE d IEPEMEHHYIO0
X (mEnkHyTh TpaBOil KHOMKOM Ha KoJIoHKe, Set As—X), KOJOHKe sigbeta yCTaHOBUTH
Ul Y error (IUENKHYTh NPAaBOM KHOMKOM Ha KOJOHKE, Set As—Y error), mocie 4ero Bbl-
JIeTUTh BCE TPU KOJIOHKU U BhIOpaTh Plot— Scatter.

ANIMPOKCUMHUPOBATD [IOJIyYECHHY IO 3aBUCUMOCTD JIMHEHHON dyHKIHMEH
(Analysis—Fitting—Fit Linear).

U3 koa¢pdunineHToB TUHEHHON (QYyHKIIUN BBIYUCIUTE <D>p U €.

I'. [locTpoeHue peHTreHOrpaMM.

1.

3anyctuth nporpammy Origin.

2. WmmnoptupoBaTh ¢aitn ¢ nanHeiMu (BTOpol ¢aiin c¢ pacmmpenuem .DAT (B mpumepe

Beimie FITPd250.DAT)): File—Import—Single ASCII—yka3aTh MeCTO PacrooKeHHS
¢aitna—Open. B umnoprupoBanHoil Tabauie OyJeT mecTb KOJOHOK (B MOPSIAKE Ode-
pénHoctH): nudpakuoHHBIA yroa (20), SKCIepUMEHTaTbHO HW3MEpPEHHAss WHTCHCHB-
HOCTb, PACCUYMTAHHASI MHTEHCUBHOCTb, PA3HOCTh HKCIEPUMEHTAIbHOW U PAaCCYUTAHHOMN
WHTEHCUBHOCTU U JIB€ KOJIOHKU C CYMMOM KBaJpaTOB Pa3HOCTHOW W CYMMOW B3BEILICH-
HBIX KBAJIPaTOB pa3HOCTHOM (HE OyAyT HY>KHBI B paMKax JTaHHOH 3a/1a4H).

[TocTpouth 3KCIEpUMEHTANIBHYIO PEHTTEHOTpaMMy, JUIsl YeTO BBIAEIUTH KOJOHKU A U B,
cIeNnaTh MIETYOK MpaBOil KHOMKON W BBIOpaTh Plot—Scatter. CrnenaTh mem4ok mpaBoi
KHOIIKOH B cepefnHe mosiBUBIIErocs: rpaduka, Beiopats Plot Details. I3smenuts pazmep
CHUMBOJIa Ha 3, mepeiTu B JiepeBe MeHIO Ha MyHKT Layerl, Ha 3aknazake Size/Speed cHATH
ranouky ¢ mynkra Worksheet data, maximum points per curve, HaxxaTh OK.

JloGaBUTH Ha PUCYHOK PacUETHYIO U PA3HOCTHYIO PEHTI'€HOIPAaMMBI, JUJIsl YEro cAelaTh
HIeTYOK MpaBOM KHOMKOM Ha rpaduke, BIOpaTh Layer contents, 100aBUTh Ba MaccuBa
TAHHBIX, OKaHYMBatOmMXcs Ha ¢ u _d, Haxkath OK. Crenath menuok npaBoil KHOIKOM B
cepenuHe TosiBUBIIErocs rpaduka, BeiOpatk Plot Details. B mepapxuyeckom nepese
Layer] BbIOpaTh BTOpO# rpaduk, U3MEHUTH THUII MIOCTPOCHHs co Scatter Ha Line, nzme-
HUTH LIBET Ha KpacHbIil. B uepapxuueckom nepese Layerl BriOpath Tpetuit rpaduk, us-

MEHHTB THII TOCTpoeHUs co Scatter Ha Line, Haxkath OK.

J. A3BJIeyeHne YTOYHEHHOI0 MapaMeTpa PelIéTKH M KPUTEepHeB 10CTOBEPHOCTH.

1.

OTKpBITH B J11000M TEKCTOBOM PEAKTOpE COXpaHEHHBIN (aiin ¢ pacmupenuem .PAR, (B

npumepe Boime Pd250final. PAR).
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2. Haiitu B criucke mapameTpoB JBe Tpoiiku napamerpoB A. B u C. B3atp 3Hauenue A u3
BTOPOW TpOHKH (TIEpBasi KOJIOHKA) M OIMMOKY ompesaeneHus 3Toro mapamerpa mo MHK
(BTOpast KOJIOHKA).

3. B3sTb 3HauUEHUS KPUTEPUEB JOCTOBEPHOCTH U3 KoHIIa daitna (Rwp, Rexp, GoF).

3.5. IlocTpoeHue pacnpejgesieHU no pasmepam a1 Pd/Au o6pasuoB

1.  TIlepeBectu STM-uzobpakenune B ¢opmar .tif: 3arpy3uts mporpammy SPIP, ot-
KpBITh B Hel oOpabaTsiBaemoe STM-u3o0paxenue, B MeHto File—Save as—BbiOpath Tun Qaiina
1:1 Tiff (*.tif).

2. YBenuuuTh pa3Mepsl M300paxeHwusl, HarpuMmep, B mporpamme Adobe Photoshop:
3arpy3utbh Adobe Photoshop, oTkpeiTh coxpanénnoe B popmare .tif msoOpaxenue, B MmeHio Im-
age—Image Size—ycTaHoBuTH pazmep uzooOpaxkenus 1024x1024 nuxceneil.

3. Ompenenuts pazmepsl yactul] Pd na CTM-u3o0paxenuu. 3arpy3uth nporpammy

Image Pro, B Mmenro Measure—Calibration— Spatial cienarh ciaemyroniie yCTaHOBKH:
"3 Image-Pro Plus - Pd_26 2 6#2 336 Resized i (1/1) N

_File Edit Acquire Enhance Process Measure Macro Window Help

ﬁﬂiiii-cﬂ@\ﬂ\zsmocs@wu.@lﬂmﬁaﬂﬁ*inl%\:ﬂf\mglﬁxﬁﬂ

Marne: |31E nm

Unit, Imicrnn

— Pixals/Unit

® |324u 2 Delate
g Image
—
v [z24n Ej Dl Al

Azpect Ratio —
cfaults
’7|1 % Image
—Origin (Pixels) ——————
><|mzq &
g Image
v [ioza =

—Angle Offset

0 % Image

I[anee B MeHI0 Measure—Measurements BbIIOJIHUTD IOCJICJO0BATCIIBHO HeﬁCTBHﬂZ
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"2 Image-Pro Plus - Pd_26_2_6#2_336_Resized.tif (1/1)
File Edit Acquire Enhance Process Measure Macro Window Help

CEEwCSRR 2200ca 2 Ad HuHsBEEnl «BALYE BE B

—
g § = —
2 Pd_26.2.6#2 336 Resized.tit (/1) *oMeswements oo} ESI=T:
Features Features | Measurements | InpuOutput | Options | Advanced Opt |
& [>[%]
BN Features | Center | Center [ grea | L
olals & = 1958 -.2222 .0@83% .|
I J[ol<] '2|c2 | -.1987 -.2038 .80843 ./

H| L@
= 8|

1. BbibpaTb MHCTPYMEHT ‘

Measurements
Select Meas.

CenterPos. =]

¥ Auto Add

—— __|
\ 2. O6BecTn BCE YyacTuLbl Ha
n3obparkeHnn

Mo YKa3aHHOMY MPUHLUNY

Janee B moaMeHto Measurements nepeidTé Ha BkiIaaky Input/Output u coxpaHuTh mO-
JTydeHHbIe NaHHble B ¢opmate .txt. [locnennuii cronber ¢ mudpamu B coxpanéHHoMm daitne —
paanyChl YacTULl B MUKPOHAX.

4.  Tloctpouth pacmpeneneHue Mo pa3MepaM YacTHIL: 3arpy3uTh nporpammy Origin
7.0, uMnopTHpOBaTh B HEE CTOJOEI C BEIMYMHAMHU PATUYCOB YACTHII, BBIICIUTH CTOJOEL MpU
MIOMOIIY JIOTIOJTHATEIFHOW KHOTKHK MbImH, Plot—Histogram. J[isi mosy4eHuss HTOroBoro pac-
MpeAesIeHUs 10 pa3Mepam JIJIsi OJJHOTO o0pasiia pe3yabTaThl 00padboTku Bcex 10 ero mzodpaxke-
HUM 00BEIMHAIOTCS B OJIUH CTOJNOEIL, IO KOTOPOMY CTPOUTCS pacipe/ieieHue.

5. Omnpenenuts cpenuuii pazmep vactuil (D(STM)): Beigenuth cronber ¢ BeIUYu-

HAMU PaJNyCOB TIPU TOMOIIIH JTOTIOJTHUTEILHOM KHOMIKH MBIIIH, Statistics on columns—Mean.

3.6. OuneHka creneHM cpactanusa Ajs Pd/Au o6pa3sunoB

Ouenuts cremneHs cpactanus (®) yactun Pd B ocaakax mo ypaBHEHHIO:
S (Cu
I CON (35)
S, (STM)

riae Sy,(Cu) — MOBEpXHOCTH, ONpPEJEICHHAs MEeKTpoXumMudecku no gecopbuuu Cu, a Sy,(STM)

paccuntana u3 D(STM) B npeamnonoxxeHuu o chepuyHOCTH YaCTHUL IO YPAaBHEHUIO:

3
S,,(STM) =TI (36)

TAC Pppd — INIOTHOCTD IaJIJIAAUA.
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4. 3amMTa pe3y/ibTaTOB

4.1. CpaBHUTeJIbHbIH aHAJIM3 MPOLECCOB 3JIeKTpoocaxaeHus Pd/Au
00pasuoB.

a) MPECTaBbTE TPAH3UCHTHI TOKOB OCAXICHHUS BCEX 00pa3IlOB HAa OJJHOM TpaduKe;

0) 3amosiHUTE TaOIMIy 1:

Tabauya 1.

Oopa3zey mpg, 2 mpy, 2 BT, %

J0Pd 1

20Pd 11

DJ0Pd 111

B) HAITUIITUTE BBIBOJ:

- COIIOCTAaBbTEC XOI ITPOLIECCOB OCAKIACHUS 06pa3u0B IIPU pa3HbIX NOTCHIHAIAX OCAKIACHUA;

- COMMOCTAaBbTC MOJYYHUBUINECCA BBIXO/BI I10 TOKY,

- TIOTIBITAWTECH OOBSCHUTH IPUIHHBI HA0II0JaeMbIX Y PEKTOB;

4.2. CpaBHUTeJIbHBII aHA/IN3 JAHHbIX pEHTreHorpaduu, MUKPOCKO-

IIMM " JJICKTPOXUMHUYECKUX METOA0B.

a) MpeACTaBbTE€ PEHTTEHOIPAMMBI, BOJIbTAMIIEPOTPaMMbl U pacIpeieIeHHs] YaCTHIL 110 pa3Mepam

(aHaJIOrMYHBIE JAaHHBIC VIS BCEX 00pa3IoB MPEACTABISIIOTCS Ha OAHOM rpaduke);

0) 3amonHuUTe TAbIUILY 2:

Tabauya 2.

Oépazey | <D>y, | D(STM), | S,o(STM), | 8,,(0)", | S,o(Cu)’, | Cmenens cpacma-

2 2 2
HM HM M2 M2 M2 Hus, ©

20Pd 1
JO0Pd 11
J0Pd 111

E3

Sy() — OMHOUIEHUE UCMUHHOU noeepxHocmu o6pa3ua K eco macce.

B) HAIIUIIUTE BBIBOJ:

- OX&p&KTGpH?;yfITG BJIMAHUC MMOTCHIMAIA OCAXKIACHUS Ha BCC IMPCACTABJICHHBIC BCIIMUNHBI,
- IIOIBITalTECh OOBSICHUTE IMPUYKUHEBI pa3jindns aHAJIOTUYHBIX BECJIWYHH, OHpCI[eJ'IéHHBIX pas-

HBIMH MCTOAaMU (HpI/I (I)I/IKCI/IpOBaHHOM IIOTCHOHUAIC OC&)KI[CHI/U{);
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4.3. CpaBHHUTeJIbHbIN aHAJIM3 MUKPOCTPYKTYpbl Pd/Au 06pa3uosB

a) MPeCTaBbTE U30TEPMBI COPOIIMU BOJIOPOAA BCeMH 00pa3iiaMy Ha OJJHOM Tpaduke

0) 3amosiHUTE TaOIHIy 3:

Tabauya 3.

Oopazey

a(Pd), A

<D>y, um

Xt

Rwp

GoF

20Pd 1

20Pd 11

I0Pd 11T

8 ) HaImumuTE BBIBOI:

- COIMMOCTABbTC BJIIMAHUC MMOTCHIUAJIA OCAXKICHUA HAa TPCACTABJICHHBIC BEJIMYNHBI.
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