AOcopOuusi BOZ0OPOAA METANINYECKHMH JIEKTPOAAMU (Ha MpUMepe CUCTEeMbI
Pd-H)
E. K. Manmuukusa, J. E. JleBun

OrsiaB/s1eHHe
L BBEIIEHIIE oot e e e e e e e e et eee e e e e e et e e aeeeeeeeaaaa i aaaeeeeeeeaaen—aaaaaens 3
1.1, O cHCTEME PA-H .ottt e 3
1.2. DAEKTPOOCAIKIACHUE TIATITAIIHSL. «..vvveenereennnreerireenireesueeesteeesasteesaseeesaseeeanseeesaseesnnseesanseesnneees 5
1.3. Bompochl, 00CYKTAEMBIE HA KOJUTOKBIYME. ........eetierrreereennreeseensseesseesnseenseessseenseesseensesssns 6
2. DKCTICPUMEHTAITBHAS HACTD «.eeuvvveenrreeeereeesreesnsreesssreessseeenssesenssesassseessssessssseessssesssseessnseessssessnnsees 8
2.1. PEAKTUBBI, PACTBOPBI, TABBI ...uuvvveeeeurrreeeairreeeeasreeeesansseessassseesesssseeessssseessssssseesssssseesssnsseens 8
2.2, TIPHOOPBI, TIPOTPAMMEBI ....cuveeeutieireanreeereeeeesseeanseenseeaseesseeanseasseeanseanseesnseenseesnseenseesnsesnseesnes 8
2.2.1. DAEKTPOXUMUYECKHUE IKCTIEPHMEHTDI ....eeevveeirreeirieenireeeireesnureessreesseeesseeesnseessseesnnne 8
2.2.2. XapaKTEPUCTUKA CTPOCHHUS OCAIIKOB ......eeeuvreerurreennrreesereeensseeansseesnsseessseeessseesssesssseesnnes 8
2.3. TpéxnnekTpoaHas SMEKTPOXUMUUYECCKAST STUCHKA ...eeeuvvreeererreeeenireeeeanreeeeesnreeesensneeesssnseeess 9
2.4. DnexTponuTHueckoe ocaxaeHUE Pd Ha AU QOTIBIY......cocuiriiviiiiiniiiinicniecceecceeeee e 11
2.5. Perucrpanus BoabTaMieporpaMM Pd/Au dJIEKTPOMIOB. .....cc.eevverierieiienienieeieeieericeie e 13
2.6. Perucrpanust KpuBBIX 3apsDKEHUS PA/AU DITEKTPOIOB ..o 14
2.7. llomyuyenue audpakrorpaMMbl Ha PA/AU 00PA3IIC.......ccevveeeiiieeieeeiieeeie e 15
3. OOpaOOTKA MOTYUECHHBIX JAHHBIX .....eerveeurerutenteemtenttenieestesttenseetenseesseesesseesseessesssesseensesssesseensens 16
3.1. OueHKa BbIXOJa 110 TOKY IPHU OCAKICHUM MATUIATIS «.c.nvvenreennreenreenireeneenireeneesseesnneenaneenne 16
3.2. OnpeneneHne UCTUHHOM MOBEPXHOCTH ANEKTPOOCAKAEHHOTO HATTATN «.evvenvrerneeenneennee 16
3.3. IlocTpoeHue u aHAIHM3 U30TEPM aOCOPOITMH BOIOPOIA TATIATTACM ...c..vvveeerreeereeenreeennns 17
3.4. AHaNHU3 NOTYYEHHBIX PEHTTEHOTPAMM .....eeevuvreeurreeireeenureeanseeesnsseessreesseeesiseeesseessseesnnses 17
3.5. OueHka creneHu cpacTaHust IS PA/AU OOPA3BIIOB.......ccvieiieriieiieeieeiie e 20
4. COMCPIKAHTE OTUETA ...eeuvveeenereeenereesureeasreeaseeeaseeeasseeensseesssseesssesssssesssssessseeessseessssessssessnseesns 21
4.1. I'papraeckoe MPEACTABICHUE UCKXOTHBIX JAHHBIX.....uveeerureeerrreeerreensreesseeesseeessseeensseesnns 21
4.2. CpaBHUTEIbHBIN aHAIN3 JJAHHBIX PEHTTeHOrpaduu U AJIEKTPOXUMUYECKUX METOJIOB......2 1
TIPHTIOTKEHHEST «.vveeeneie ettt ettt ettt ettt et s e et e et eeeaabeeeaateeessbeesabteesabteesaseeenaseeennseesnnseeans 22
[T1. DACKTPOXUMMUECKHE METOIBI «..euvvveeurrrenurreenareeensreeesseeensseeessseesssseesnseesssseessseessseesnnseesnnns 22
I11.A. XpoHoaMnepOMETPUUECKUIT MOHUTOPUHT OCAKICHUS HATTAIN . .ccvvvenreenerenneeennnennne 22

[11.b. Onpenenenne UCTUHHON TOBEPHOCTH METOJIOM LIMKIMYECKON BOJIBTAMIIEPOMETPHUH



[11.B. DnekTpoXxuMHU4YeCcKrne METObI, UCIIOJIb3yEeMbI€ VISl UCCIIeIOBaHUs a0copOLuu

11031 (0] 10 )1 ¢ KOOSR URRRRUPPRPR 26

[12. MeTo1 peHTT€HOBCKOU JUPPAKTOMETPHH ... ..eeueeeenreenereenreenieeeseesseeeseesssesseesnsesnseesnsesnseens 27
TI3. MIEIKPOCKOTIHIS ... euvteeeueieeeuieeeenieeesnteeesateeesaseeesaseesseeesnsseesnnseesnsseesasseesnseeesaseeennseessnseesnnseesnnne 35
JIHTEPATYPA «eeeenevieeiiie ettt ettt e ettt e et e e et e e e bt e e abee e steeansseeensseeensseesnsseesnsaeesnseeesnseesnsseesnnseenns 37



1. BBegenue

DNEKTPOXUMHUYECKOE TIOBEICHUE MAJUIaIUs B BOJHBIX PacTBOpax ONpeAesseTcs, Hapsaay
CO CBOICTBaMM TPAHUIIBI pa3ziena, TakkKe CIIOCOOHOCTBIO K 00paTumoii copOuuu (MHTEpKas-
IIMK) Boioposia B 00bEM MeTaita. [ToaToMy HacTosmas 3a1a4a MpakTUKyMa BKJIFOYAET UCCIIE0-
BaHME KaK aJICOPOLIMOHHBIX, TAK M HHTEPKASLIMOHHBIX PABHOBECH U MPOLIECCOB.

Lenbto HacTosIIEH pabOTHI ABISETCS MOJyYeHHE TUCTIEPCHOTO Pd 1 caMocoriiacoBaHHas

XapaKTEePUCTUKA €r0 CTPOCHUS, aJICOPOIIMOHHBIX M a0COPOIIMOHHBIX CBOMCTB.

1.1. O cucreme Pd-H

Cpenu MeTanoB, cmocoOHBIX abcopOMpPOBaTh BOAOPO, MaIauil BBIIETSETCS CIIOCO0-
HOCTBIO 00paTuMo abcopOMpPOBATh 3HAYUTEIHHOE KOJMYECTBO BOAOPOAA B OTHOCUTEIILHO MSIT-
kux ycnoBusx. [To atoit mpuuune cucrema Pd-H siBisieTcsl 09eHb YAOOHOW M TPaIuIIMOHHO HC-
MOJIB3yEMOM MOJEIIBHOW CUCTEMOM JUIsl HCCIAENOBaHUS MPOLECCOB JIEKTPOXUMHUYECKOTO THIPH-
poBanus metayioB. [logpoOHas uHPOpPMAIMS O CTPYKTYPHBIX U TEPMOJUHAMHYECKHUX CBOMCT-
Bax 3TOM CHCTEMBI, a TAKXKE O TPAHCIIOPTE BOJOPO/1a B NAJIAANU, AOCTYNHA B KHUrax [1-3].

Meramueckuit nayuiaauii abcopOUpyeT BOJOPOJ Kak U3 Ta30BOMl (a3bl, Tak U U3 pac-
TBOPOB MPHU 3JIEKTPOXUMHUUECKON MOISIPU3ALUUA C 00pa30BaHUEM HECTEXHOMETPUUYECKUX THIPH-
noB namnaaus (PdH,). B mocneqHem ciy4dae B KUCJIOW cpefie MPOTEKaeT SJICKTPOXHUMHUECKUN
npouecc:

H,O"+e (Pd)=H,0+PdH
Ipu sToM s dexrrBHOE NaBieHne BOLOPoAa £y, ONpeiessercs HOTCHINAIOM dIeKTposa £
P
E=E,-0.0591lg| — (1)

a,.

o +
rie a,. - aKTUBHOCTb MOHOB TMAPOKCOHMS, Ey - cTaHnapTHbid noreHiuman cucreMsl H /Hp, a
YHCICHHbIN K03 uieHT orBevyaer Temneparype 25 °C. PaBHoBecue Bceraa HapyluaeTcs MpH
%
B, > 1 aT™ u3-3a IpOTEKaHHUs KATOJHOTO BBIICICHUs BOLOPOLA .

Paznuyarot nBe hopmel PdH,:

e 0-(a3a: HU3KOE COAECP)KAHUE BOAOPOAA B THAPHUEC, UCKIIOUYAIOIIEE B3aUMOICUCTBUE Me-
*ay aromamu H B Kpucramimyeckol pemieTke (BeJIMYMHA aTOMHOIO OTHOILEHUS BOJO-

pona u naymnanus (x=H/Pd) ue npebimmaer 0.008+0.002 npu T=20 °C);

* (V)
IIpu 6omee BeicokuX pH - aHAIOTHYHOE PaBHOBECHE C BOAOI
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e [-¢a3a: BricoKoe coepkaHue BOIopoja, aroMbl H B3aumoneiicTByIoT Mexay co0oii B
kpuctauaeckoit pemerke (H/Pd ne menee 0.607+0.002 npu T=20 °C).

[Ipy TPOMEXYTOYHBIX 3HAYCHHSIX COICPIKAHUS BOAOpOJa o- U S-(ha3bl COCYIIECTBYIOT.
PaBHOBecHOE naBieHue ¢azoBoro nepexonaa, ~ 0.01 atm, oTBeyaeT MOTEHIIMATY MEPEX0a MEK-
oy o- u f- pazamu ~0.06 B B mikane oOpatumoro BogopoaHoro snexrpoaa (OBJ) B Tom xe pac-
TBOpE (3TO cienyeT u3 ypaBHenus Hepucra (1), BenuuuHbI MPUBEAEHBI I KOMHATHOM TemIie-
paTypsl).

IMaapun namnmagus npu x<I obmamaer CTPYKTYpOM HM30TPOMHO PACIIMPEHHOM T.I.K. pe-
MIETKH METaJUIMYECKOM MaTpHIIbl, B KOTOPO aTOMBblI BOJOPOAA 3aHMMAIOT YacTh OKTadJApUye-
CKUX IMyCTOT. 3HaYeHMS MOCTOSHHBIX PEMETKH YucToro Pd, a- u f-(ha3 cocTaBlIsIOT COOTBETCT-
BEHHO:
ap=3.890 A; a,(x)=3.890-3.894 A; as (x)>4.025 A.

Jlng onucaHusi 3aBUCUMOCTH cOCTaBa o-(hasbl TuApua Nauiaans B HEKOTOPOM MHTEpBa-

Jie 1aBieHui npumenuma usorepma Cuseprea (2):
,/PHZ =K -x (2)

1
rae K;— xoncranta CuBepTca (KOHCTaHTa paBHOBecHs mpouecca Pd + x EH , =2 PdH ).

CopOuroHHbIE CBOWCTBA MAJUIAUs 3aBUCSIT OT JNE(PEKTHOCTH €ro KPUCTAIUIMYECKOU pe-
METKU: Harpumep, AeGopMUpPOBaHHBIA M TUCHEPCHBIN Masaguil, XapaKTepu3yIoHecs CUlb-
HBIMU HCKA)XCHUSMHU PEUIETKH, B psfe cllyyaeB oOnagaroT Oousblieil cCOpOIIMOHHON €MKOCTBIO,
4eM MAaCCHUBHBIN MaJUIAJNiA C HU3KOHM KOHIEHTpauueil nedexros. [laxke nmpu CpaBHUTEIHFHO HH3-
KOW KOHIICHTPAIMH JAe(PEKTOB KOJIUYECTBO COPOUPOBAHHOTO B a-(ha3e Mpu OJHOM M TOM K€ J1aB-
JICHUHM BOJIOPOJIa MOXKET OKa3aThbCs B HECKOJBKO pa3 OONBIINM, YeM Ui OTHOCUTEIBHO Oe3fe-
(dekTHOTO 00pasia.

Jnst aHanmm3a CBOMCTB o-(a3bl ruapuaa Ne(EeKTHBIX MaTepUaNoB M3 TMaJUTausi MOXKHO
HCITOJIB30BaTh MOAXO/, MPEJIOKEHHBIN B padoTre [4]. ATOMBI pacTBOPEHHOTO BOAOPOAA B TaJ-
Jaauy TPEAroaraloTcs CyIECTBYIOMMMU B ABYX (Gopmax: ciiabo CBS3aHHOTO BOAOpo/a (JI0Ka-
JIM30BaH B MOJIOCTAX 0e3/1e(heKTHON KPUCTAIUINYECKON PEeMIETKH MauIans) U CHIIBHO CBSI3aHHO-
ro BojopoJa (x;, aTOMOB Ha aToM Pd, 10KaInu30BaH Ha Ae(eKTax KpUCTAIIIMYECKON CTPYKTYpPhI —
B “noBymikax”’ (traps)). KomnuecTBo mociaeaHero orpaHMueHo KOHIIEHTPAIMEeH permETOUHbIX Je-
dexToB mamnanus. PactBopéHHbIE B Maiiaguy aTOMbl BOJOPO/ia HAXOAATCA B PAaBHOBECHUH C Ta-
3000pa3HbIM BOJIOPO/IOM, KOHCTAHTHI PAaBHOBECHSI:

X—x

P

H,

K, =— )



K= % )

((x=x)-(x' =)

rae K, — xoncranTa CuBeprca ais 6e3/1e()eKTHBIX Y4acTKOB, K — KOHCTaHTa paBHOBECHUS MEXTY

BOJIOPOJIOM B JIe(PEKTHBIX U 0e3/1e(PEKTHBIX MOZUIIHSIX, xt0 — KOHIICHTpAIus Je(PEKTHBIX MO3HIIAN

B eopMupoBaHHON pemméTke. OOIIee KOIMIecTBO PACTBOPEHHOTO B NAJUIAANN BOAOPOIA:

:H — 40 \IPHz _ VPHz
X /Pd & K, K
K VT

Jlns oyeHb pa30aBIE€HHBIX THAPUAHBIX (a3 NedeKTHBIX MaTepHalioB PEau3yeTcs JIn-

)

HelHas 3aBUCAMOCTB X OT /P,

x:%d:xf_ﬁ (6)

K

N

Bemuuunst K, onpenenéHubie A5 SIEKTPOJIUTUUECKUX OCAIKOB MaJIaus, COCTaBIISIOT,

Kak MpaBuiio, oT 2 10 6 arm’”.

1.2. ds1eKTpoocaxKaeHue narjiaaus.

OpauM U3 CIOCOOOB MOTYYESHHsI AUCTIEPCHOTO Ne()EKTHOTO MaIaus SIBISETCS IEKTPO-
JUTHYECKOE OCaXIeHUE (TOAPOOHO O 3aKOHOMEPHOCTSX MPOIECCOB JIIEKTPOKPUCTAU3AINN
MOXKHO TpouuTaTh B KHHUTE [5]). [IpemmMyrnecTBaMu 3JIEKTPOOCAXKACHHUS TEPE]l XHUMHUYSCKUM
OCKJICHUEM SIBJISTIOTCS: @) BO3MOXKHOCTH YIPABICHHUS MUKPOCTPYKTYPOH ocajka (CieaoBaTeb-
HO, ¥ €ro COPOIIMOHHBIMU CBOWCTBAMHM) MyTEM BapbHUPOBAHUs TOTEHIIMATA OCAXICHUS; 0) BO3-
MOKHOCTh KOHTPOJISI KOJMYECTBA OCAXIEHHOTO BelIecTBa (IO BEIMYMHE MPOMYIIEHHOTO 3apsi-
J1a); B) BO3MOYKHOCTH OCaXKJICHHUSI METaJJIa C 3aMETHOW CKOPOCTHIO MPU KOMHATHOW TEMIIEPAType
1 HOPMaJIbHOM JaBjieHHH. OTpaHHUYEHUs 3TOT0 METOJIa CBA3aHBI ¢ HEOOXOAMMOCTBIO MCITOIB30-
BaHUS MPOBOJAIIUX TMOJIOKEK, U3TOTOBICHUS KOHTAKTOB K HUM M 00ECIEYCHHS] XMMHUECKON
COBMECTHMOCTH IOJJIOKEK i KOHTAKTOB C PACTBOPOM, U3 KOTOPOTO MPOUCXOAUT OCAKICHHE.

Ha ceromusmnuii 7eHb U3BECTHBI AECSITKU AJICKTPOIUTOB JIJISI OCAKICHUS Tayuiaaus [6],

HanOoJiee MoAPOOHO U3YYEHO ocaxaeHUEe Pd W3 KUCIBIX paCTBOPOB XJIOPUIHBIX KOMILJIEKCOB Pd

0 o
D (E y czjf/ =0.623 B B mkane cTaHAApTHOTO BOJAOPOJHOTO AJIEKTPOAa, €.B.3.). upokuii
PdACI

WHTEpBaJ MOTEHIIUAJIOB, B KOTOPOM BO3MOXKHO OCaXJeHue Pd W3 TaKuxX pacTBOPOB, MOKHO yC-
JIOBHO pa3feNuTh Ha TpH obnactu: 1) ocaxaeHue B 00JIaCTH BBICOKHX MepeHanpsikeHuit (£, oT-

pularenbHee MOTEHIMaNa a-f nepexoja) NpUBOAUT K (GopMupoBaHHio S-(ha3bl TUAPUAA U CO-

IPOBOXKAAETCsT 00pa3oBaHHEM MOJIEKyJsipHOro Bogopoxa (H,0" +e = H,0+ H,), KOTOpbIii
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[IpU MOTEHIMAIAX MOJIOKUTEIIbHEE PABHOBECHOTO MOTEHIIMAIA BOJOPOJAHOIO 3JIEKTPOJa B TOM
K€ pacTBOpE NEPEXOAUT B XKUIKYIO a3y, a Ipu Oosee OTPULIATENIbHBIX OTEHIIMANAX BbIIEIACT-
cs B opMe rasa; Be3Jie B AaJbHEHUIIEM 3JIEKTPOIUTUYECKHE OCAIKU, TIOTYUYEHHBIE B TAKUX YCIIO-
BusiX, o0o3HayeHsl JOPA I; 2) ocaxkaenue B 00IacTH CpeHUX MepeHanpskeHu (E,. MOI0KH-
TeNbHEE MOTCHIINANIA a-ff TIepeXoia) MPUBOIUT K 00pa3oBaHUIO a-(a3sl ruapuaa uiu (pu doee
BBICOKUX E,. B 3TOM uHTepBaje) metaumueckoro namaaus (OPd 1II); 3) B obmactu HU3KHX
nepenamnpspkennii (0.1-0.2 B) oOpa3yeTcss mpakTU4YecKd TIAAKUN Maiaguii, He comepKaliui

Bozopoaa (AOPd III). B nepBoM 1 BO BTOPOM CIly4asiX IIPOLECC JIEKTPOOCAKAECHUS TUMUTHPY-
. 2- .
ercs nuddys3ueit HOHOB [PdCl4] K TIOBEPXHOCTH JICKTPOJIa, @ B TPEThEM - KHHETUKOW UX BOC-

cranoBieHus. JOPd I xapakrepusyercs Hanbonee n1eHEeKTHON CTPYKTYypOH, MpUuEM IIPH HEKO-
TOpPBIX MOTEHIIMAJaX OCAXKIEHUS JOCTUTAETCS aHOMAllbHO BBICOKas COPOIMOHHAS EMKOCTH
(H/Pd>1 nipu xOMHaTHOH TemIepaType).

Hapsiny ¢ moTeHImanom ocax/ieHus: Ha CTPOEHHE AIEKTPOOCAXKAEHHOTO NaJJIaAus MOXKET
BJIMSITH MPUCYTCTBUE B PACTBOPE KPYITHBIX aJICOPOUPYIOUINXCS OPTaHUYECKUX MOJIEKYJI.

BaxxHoil xapakTepuCTUKON AHUCIIEPCHOTO AJIEKTPOOCANKAEHHOTO MeTalia (B TOM UHCIe
najuiaivs) sIBJSIETCS IJIOIIA b UCTUHHOW MOBEPXHOCTH [7]. DTa BeIMYMHA AJI1 HEKOTOPBIX Ce-
puil 0CaIkOB KOPPEIUPYET € Ne(PEKTHOCThIO KPUCTAIMYECKON PEIETKH, HO B 0OLIEM ciayyae
KOppEeJsIHs OTCYTCTBYET WM BbhIpakeHa oueHb ciiabo. HeonHo3HauHas B3aMMOCBS3b JAUCIIEPC-
HOCTU W JE(PEKTHOCTU OMpeleNsieTcss HEePaBHOBECHOCTBIO CTPYKTYpPHI MaJbIX METATMUYECKHX

YJacCTHll, BXOJAIIUX B COCTAB OCa/iKa, a TAKXKC UX B3AUMHBIM CPACTAHUCM.

1.3. Bonpocsl, 06cyKAaeMble Ha KOJIJIOKBUyMe

[Tepen Hadamom paboThI HYKXHO MpodecTh maparpad §7.5 B yueOHuke [8] u maparpadsi
§1.1 u §3.4 B npakTukyme [9].

1. Kakue mporecchl MPOTEKAIOT HA aHOJAHOM M KAaTOAHOM XOJE BOJBTAMIIEPOTPAMM
MIaTUHOBBIX MeTaioB B pactBope 0.5M H,SO4 B muTepBane moteniumanor 0.05-
1.2 B?

2. Kakue uckaxeHUs BOJbTAMIEPOrpaMMbl BOSHUKHYT IpU €€ PEerucTpaluu B a3pupo-
BaHHOM pacTBope?

3. KakoBa 3aBHCHMMOCTh XO0Jia BOJBTAMIEPOTPAMM 3JICKTPOJOB M3 METAJUIOB TPYIIIHI
IUTATUHBI OT CKOPOCTH Pa3BEPTKHU MOTEHIana?

4. Kako#i rpaHd MOHOKpHUCTaia P OTBeUYaeT MOHOCIION aJaTOMOB MEIH, €CIU Ha €ro

oGpasoBanme 3aTpaumBaeTcs 3aps 4.2%10™ Ki/em*?



5. Tlpm xakux pa3Mepax KpUCTAIIIMTOB MajUIaus 3aTpaThl 3apsiia Ha 1EeCOPOIMIO BOIO-

pona ¢ nmoBepxHocTH U U3 o-(asbl PdH) gp; OKaXKyTCsl OTMHAKOBBIMH?



2. JKCcnepMMeHTa/IbHasA 4YacCTh

2.1. PeaKTUBBI, paCTBOPbI, ra3bl

OcaxJenue majjiaJueBbIX MOKPBHITUN mpoBoasT u3 pactBopa 0.1 mac. % PdCI, (map-
ka"4".) + IM HCI (Merck) (pH~0.3). DnekTpoiuTaMu B 3JIEKTPOXUMHUYECKUX H3MEPEHUSIX
ciyxat pactBopsl: 0.5M H,S0, (Merck) (pH~0.5) u 0.01M pacTtBOp MepeKpUCTAITH30BAHHOTO
u3 ounuctumnara CuSO, 5H,0 (Peaxum) B 0.5M H,SO,. Bce pacTBOpBI HY>KHO TOTOBUTH Ha BO-
e, JOTIOJTHUTENBHO OuYHIeHHOH Ha ycrtanoBke Milli-Q (Millipore) (18 MQY).

Jisa neaspupoBaHMs SJIEKTPOJIUTOB MPHU AIEKTPOXUMUYECKUX HCCIEAOBAHUAX HCIOJb-
3yI0T AT BBICOKOW YHCTOTHI O€3 JAOTMOJHUTENBHON OYUCTKU. Bomopoa, ucnons3yemslil 1 pea-
TU3aluu 00pPaTUMOTO BOJIOPOJHOTO JIIEKTPOJa, MOIy4aroT u3 anekrponusepa ['BU-6 (HIIII
"XuManekTpoHuka'").

Bce skcniepuMeHTsI MPOBOJSATCS IPU KOMHATHOM TEMIIEpaType.
2.2. [Ipu6opsI, NpOrpaMmbl

2.2.1. J/1eKTpOXMMHUYECKHUE IKCIIEPUMEHTHI

DIEKTPONUTHYECKOE OCAXKJICHHUE MaUIa/ius, a TAKXKE BCE AJIECKTPOXUMHUYECKUE HCCIIe-
JIOBaHUS B JIaHHOW paboTe MPOBOIAT Ha MOTEHIMOCTaTe/TaapbBaHocTare Autolab ¢ mcmons3o-
BaHMEM cTaHjapTHoro nporpammuoro odecrnieuenus GPES u nporpamm KULON u ZARJAD,
pa3paboTanHbIX Ha Kadenpe snexrpoxumun 1.X.H. C.JO. BacunbeBsiM. COOTBETCTBYIOIIHUE SIP-

JIBIKK TIPOTpaMM Ha MOJKIIOYEHHOM K Autolab kommbroTepe:

Jiist 06paboOTKM MOTYYEHHBIX TAaHHBIX 00BIYHO IPUMEHSIOT mporpammy Origin 7.0.
Jiist u3MepeHust MacChl MOIOKEK U OCAKOB MCIIONB3YIOT aHATUTHYECKUE DIICKTPOHHBIE

Becsl Ohaus Adventurer.

2.2.2. XapaKTepuCTHKa CTPOEHHUS 0CaJKOB

PenTreHoandpakinoHHbIM aHanu3 00pa3LoB MPOBOJSAT HA PEHTTEHOBCKOM AU(PAKTO-
metpe Rigaku D/max-RC, ocHamennoM 12kBT HCTOYHHKOM HM3ITydeHUs ¢ BpAILAIOIIUMCS aHO-
oM (rpaduroBblil kpuctamt-ananuzatop, CuKy-u3nyuenue). s cbEMKU 1udpakrorpaMm uc-

MOJNB3YIOT cxemy (oKycupoBku 10 bparry-bpenrano. OOpaser] 3akperuisiioT B aTFOMHHHEBOMN
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paMKe Tpu oMo TuacTuianHa. [ obecriedenns OoJbIIeii TOYHOCTH OTpeNesieMbIX mapa-
METPOB ChEMKH BEIyT B UHTEpBaJie yriaoB 20=35-135° B pexkume 11aroBoro CKaHUPOBAHMSI C I11a-
rom 0.02°.

[TonmyueHHbIe peHTTEHOrpaMMBbl 00padaTHIBAIOT MPH MOMOIIN CHEIMATU3UPOBAHHOM MPO-
rpammbel MargX [10]. IIporpamma mo3BOJSIET anmpOKCUMHPOBATH AM(PPAKIIMOHHBIC THKHU JIU-
HelHoM koMmOuHanuen Gynkiuit Jlopenma u ['aycca, a 3aTeM onpeneanuTh 3aBUCUMOCTh 5 * oT d*,
HEOOXOUMYIO JIJISl TOCTPOEHUS Y UIIbIMCOHA-XO0JIa.

JlonomHHUTENbHY10 00pabOTKy MOTYyYSHHBIX JAHHBIX MPOBOAAT B porpamme Origin 7.0.

2.3. TpéxaseKTpoAHasA 3JIEeKTPOXUMHUYECKAA AYenKa

[TpunnunuansHas cxema u oTorpadus OTKPHITON TPEXIIEKTPOIHON SUCHKH C HEepasJie-
NEHHBIMU TIPOCTPAHCTBAMU JJIs TTOyYEHUs TAJJIaIMEBBIX OKPBHITUH TpecTaBieHa Ha Puc. 1.

I'eoMeTrpuueckas MOBEPXHOCTH MOAJIOKKH JJIsi OCaKaeHUs (3onotast Qomwra; /, Puc. 1)
cocrasisier okoio 0.5 cv’. [TomnoxKy MOABENINBAIOT HA BMAsSHHYIO B CTEKJISIHHYIO TPYOKY Iij1a-
TUHOBYIO MpOBOJOKY. K Apyromy (He KOHTaKTHPYIOIIEMY C pacTBOPOM) KOHIy Pf mpurasHa
MeZHas MPOBOJIOKA, COEIMHsAEMAasl C MOTEHIIMOCTATOM 3aKuMaMu Ttumna “kpokomaun” (7, Puc. 1).

CrexistHHY10 TPYOKY (PUKCHPYIOT HaJl paCTBOPOM Ha IITATUBE.

MoreHyuocrar

Pucynok 1. CxemaTtnueckoe u3o0paskeHue (ciaeBa) u ¢ororpadusi (cmpaBa) OTKPBITOl TPEXIJIEKTPOAHOI
siYe KN 1JIsl IPUIOTOBJeHUs 00pa3uoB: 1 - padounii 31eKTPo, 2 - BCNIOMOraTeJbHbII 3J1eKTpol, 3 - JJ1eK-
TPOI cpaBHeHNS, 4 - cCOeJNHEHNE IBYX BCIIOMOTaTeIbHBIX YJIEKTPO/IOB, 5 - pacTBOp ocakaeHusl, 6 - coeTUHH-

TeJIbHBIIA MOCTHK, 7 - COe[ITHHEHHE ¢ IOTEHIHOCTATOM.

[Inomane BCIOMOTATENBHBIX JJIEKTPOAOB (TUTACTHHBI W3 IIATHHOBOW (oibru; 2,
2
Puc. 1) coctaBmnsier ~ 8-9 cM”, TO €CTh 3HAUUTENHHO MPEBBIIIACT IJIOMAAL 00pa3oB, YTO obec-

MNeYMnBACT PABHOMCPHOCTH paCIIpCACIICHUSA JIuHu# ToKa. Il1acTUHBEI BCIIOMOraTeabHOIO 9JICKTPO-
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Jla KPETISITCS Ha Kpasix CTCKISTHHON €MKOCTH JIJISl OCAXICHHUS, TApAJUICIIHO TIOCKOCTH pabovero
3JIEKTPO/Ia, HA OJIMHAKOBBIX PACCTOSHHIX OT HEero (cM. Bpe3ky Ha Puc. 1). Ilepen momcoenune-
HUEM MPOTHUBORIIEKTPOJIOB K MOTEHIMOCTATy OHH COEIUHSIOTCS MEXIY COOOM Mpu MOMOIIU

MIPOBOJIOB B MecCTe crast mpoBojaoB (4, Puc. 1).

Pucynok 2. CxemaTtunueckoe u3odpa:xenue (ciaeBa) u pororpadus (cnpapa) TpEXIIEKTPOAHOM sTUEHKHU ¢ pa3-

JOeJéHHBIMH TpocTpancTBaMm: 1 - padoumii 3JeKTpoa, 2 - BCIOMOraTeJbHBINH 3JIeKTPOId, 3 - BOIOPOIAHBII
37eKkTpoA cpaBHeHus (3.1 - moaABOAMMBIIi ra3000pa3HbIil BOAOPON, 3.2 - IIATHHMPOBAHHAS NJIATHHOBASI ceT-
Ka, 3.3 - pacTBOp KHCJIOTHI, 3.4 - BOASIHON 3aTBOP, NPeNATCTBYIOLIMIA MONAJaHUI0O KHCJI0POAa BO31yXa), 4 -
kamwuisip Jlyrruna, 5 - BBoJA HHEPTHOrO rasa, 6 - pa3aeauTelbHbI KpaH, 7 - BOAsIHOI 3aTBOP, 8 - coetnHu-

TeJbHbII MOCTHK.

B kadecTBe aeKTpo/ia CpaBHEHUS MCTIOIB3YETCS BOAOPOAHBIN dekTpon (3, Puc. 1 nme-
TaJbHO €r0 YCTPONCTBO MOKa3aHO Ha Puc. 2). DTOT 31eKTpoA COSTUHSIOT C LIEHTPAIbHBIM COCY-
JIOM SYEHKH IIPU MOMOLIH JIEKTPOIUTHUECKOT0 MocTa (6, Ha Puc. 1, cnipasa).

DNEKTPOXUMHUECKOE HCCIEA0BaHNE MOIYUYEHHBIX 00pa3lioB MPOBOJUTCS B TPEXDIJIEK-
TPOAHOMN AIEKTPOXUMHUECKON SIYEHKE C pa3leIEHHBIMU MPOCTPAHCTBAMHU, MPEACTABICHHONW Ha
Puc. 2. llenTpanbHas 4acTh SYEHKH - COCYJl, B KOTOPBIN MoMeniaercss pabouuii 3ekTpoa (31ek-
Tpoocaxka€uubii Pd Ha Au donsre; I, Puc. 2). Cocyn BCmoMoraTelIbHHOTO 3JIeKTpojia (TUIaTH-
HoBas (onbra; 2, Puc. 2) ornenén kpanom (6, Puc. 2) ot cocyna pabouero anekrpona. B kade-
CTBE JICKTPOJIa CPABHEHUS UCIIOJIB3YETCSl BOJOPOIHBIN 3ekTpoa (3, Puc. 2), coequnstomuics
C COCyIOM pabouero 3MeKTpoja Mpy MOMOIIH SIEKTPOIUTUYECKOT0 MocTHKa (8, Puc. 2), onun
U3 KOHILIOB KOTOPOTO (TOT, KOTOPBIM MOJBOIUTCS K paboueMy 3JIEKTPOAY) MPECTaBIseT COO0H
kamusip Jlyrruna (4, Puc. 2). Jlns mpornyckanuss ”HEPTHOTO rasa siuelika cHaOKaeTcsl CIelu-
aJpHBIM BBOAOM (J, Puc. 2).
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[lepen >KCIIEpUMEHTOM BCE COCTABIISIONIME YACTU SJCKTPOXUMHYECKOW SYEHKH OJKHBI OBITh
THIATCIIBHO BBIMBITBHI C LCJIBIO YAAJICHHUA C HOBCpXHOCTCfI, KOHTAKTUPYIOIHUX C U3Yy4YaCMbIM pac-
TBOPOM, CJIEJIOB OPraHUYECKUX U HEOpPraHWYECKUX npumeceid. HekoTopsie aetanu 3Toi onepauu
Oosee moapoOHO U3MOXKEHBI B KHUTE [9, co cTp. 27]. HeBbimonHeHue 3Toro TpeboBaHus Hen30ex-
HO BJICUET 3a CO0O0M MCKa)KeHHE HKCIIEPHUMEHTAIbHBIX JAHHBIX, MOCKOJIBKY MPUMECH JJICKTPOAK-
TUBHBIX W MNOBCPXHOCTHO-AKTHBHBIX BCUICCTB MOT'YT CYHICCTBCHHBIM W HCKOHTPOJIHNPYCMbIM 00-

pa3oM BIIMATH HA CTPOEHHE MeX(a3HON rpaHUIIbI.

2.4. JnekTposauTudeckoe ocaxxkaenue Pd Ha Au ¢posibry

1.  ToarensHO BBIMBITH (CHaYajia B CEPHOM KHCIIOTE, 3aT€M OMOJIOCHYTh 10 00BhEMa-

MU BOJBI U 5 00bEMaMU TUCTUIUTMPOBAHHOW BOJIbI) BCE COCTABIISIONINE STYCHKU, | CTEKIISTHHBIN

ctakaH (00b&M — 50 M) u OroKc. 3aTeM BCE 3TO BBICYIIUTH B CyIImiIbHOM Iukady mpu T=60 °C

(xak mpaBmiio, 20 - 30 MMH 1OCTaTOYHO).

2. 3anoJHUTH COCY] BOJOPOJIHOTO AJIEKTPOJIa C MOMOIIBIO MUIIETaTOpa pacTBOpoM 1

M HCI u noaxmouuTh €ro K reHepaTopy BOAOpojaa. BKIIOYHTH TOK M3 TeHepaTopa BOAOPOJa

i anektpoausépa. [Ipomyckars Bogopoa uepes cocyl BOAOPOAHOr0 3eKTpoaa B TeueHue 40-

50 MUHYT JJI1 DOCTHXXCHUA PABHOBCCHUS.

3. B3sBecuTth cyxoii O10KC U 3anucaTh MOITYYEHHOE 3HAUYEHHE MACCHhI.

4. TIOJ BBITSIKKOM npHrotoBHTH IapCKy o BOAKY B BHICYLICHHOM CTAKaHE U pa-

30I'pCTh e€ 10 KUIICHHUS. C IMOMOLIBIO TNIATUHOBOI'O KpPHOYKa IMOMECTUTH TyHda HNOIAJIOXKKY IJIsA

OCAXKIACHHA U NNOABCPIHYTH eé TPaBJICHHUIO B TCUCHUC 1c AJI1 OUUCTKU IMOBCPXHOCTHU MCTAJLIA.

3arem MOMJIOKKY TIIATCIBHO IMPOMBITH )II/ICTI/IJIJ'II/II)OBaHHOﬁ BOI[Oﬁ, IIOMECTUTHL B OIOKC U BBICY-

UTH B cynmibHOM 1ikady mpu T=60 °C.

5. ITomecTuTth NIOJIOXKKY B CYXOﬁ OIOKC U B3BECHUTH (HCSaBI/ICI/IMHe B3BCIIMBAaHHUA

IIPOBOAMTH TPH pa3a JjIsl OLIEHKH MOIPEUIHOCTH U3MEPEHHS MacChl). BeuncnuTh Maccy nouiox-

KW, BbIYTS U3 NOJTYUYCHHOTI'O 3HAYCHUSA MACCy Orokca. 3amucarhb IMMOJIYUYCHHOC 3HAYCHHUC.

6.  ITlomHocThIO cOOpaTh stueiKy (cMm. Puc. 7) m 3amoaHUTH OCHOBHOM €€ cocya pac-

tBOpoM 1 Mac. % PdCl; + 1M HCI. BaxHo: naaTUHOBBIN KPIOYOK, HA KOTOPOM KpEHUTCs 3JIeK-

TPOJ, JAOJDKEH OCTAaBaThCS HAJ PACTBOPOM, CyXHMM; Kamwuisip JIyrruHa 1oimkeH ObITh MOJIBEAEH

KaK MOXXHO OJIFKE K TTOBEPXHOCTH 3JIEKTpOa:
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7.  TlomcoenuHUTH sSUEHKY K ipuOopy Autolab (pabGouwii 2IeKTpOI MOIKITIOYASTCS K
npoBoxy WE (working electrode) mpubopa, BciomorarenbHbiii — k npoBoay CE (counter elec-

trode), anexktpon cpaBHenus — k npoBoay RE (reference electrode)) 3axxumamu Tuma “Kpoxo-

2

D117 01
8.  Bxumrouuts nmpubop Autolab.
9.  BkIOYHTH KOMIBIOTEP, UCTIONB3YIOIIMICS A yIpaBieHus mpudbopom Autolab.
10. 3anyctute nporpammy KULON u BBIIOJHUTE CIIEAYIOLIYIO MTOCIEA0BATEIBHOCTD
JICUCTBHUI:
1. OTHPBLITL OKOWKO
[Fome Lloix)
Fle Meure Hardwire View e . pcﬂ,ﬂl‘T“pOBaH“ﬂ
PR e e racnca YCTaHOBOK
IKCMCPHMCHTA
2. MNponvcaTy
nyTs .
COXPAHCHKA e G — ra_-e,i_”g PR 6. 3anyctite
: FEpP v L .
daina 4 ; o T L[ IKCNCPUMCHT
| 2 L o o plffie

T
fsrep vh e ST wref v pe T B

5. Haaro OK
3. Bectv BeAIvumMHY
noTcHUMANA 4, BECCTU rPaHWYHBIC YCACBUA
OCaKACHUA {ocamacHue 3aBepwanv

No AOCTUCHUIO 3apaga 6 2 Kn)

Ocanute namtaauii npu Eq. = 250 MB (B mikane o6patuMoro BoJOpOIHOTO JIEKTPOa B

1 M HCI).
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11. Ilo oxoH4YaHMU PKCHEPUMEHTA BBIHYTh 00pasell U3 STYEUKH, OMOJIOCHYTh JUCTHII-
JIMPOBAHHOW BOJIOM, BRICYIIMTh Ha BO3AYyX€ M B3BECUTh. [10 pazHOCTH Macc 3leKTpoaa 10 U Mo-

CJIe OCaXKJEHUS OINPENeTIUTh MacCy Ocaaka (mpy).

2.5. Perucrpanus BosibTamneporpamm Pd/Au asiekTpooB

1.  TmarensHO BBIMBITH BCE COCTaBJISIONIHME siaeliku (cM. 1.1 pasmena 2.4), nzobpa-
*EHHOM Ha Puc. 2, a 3aTeM BBICYIIHTh B CymuiabHOM mkady npu T=60 °C.

2. CoOpatpk ¥ 3anoiHUTH fueiiky pactBopoM 0.5M H>SO, (npu uccinenoBaHUU aj-
copOmu atoMoB Kuciopona) wiu pactsopom 0.5M H,SO, +0.1M CuSO, (nipu uccrnenoBaHuu
azcopOiuu atoMoB Meau). Cocyn BOAOPOIHOTO AJIEKTPOJA CPABHEHHS B 000MX CITydasiX 3aroJi-
Hsaetcst pactsopoM 0.5M H>SO,.

3.  TloakmrouuTh sUElKy K TreHepaTopy Bogopona (Bxon 3.1 Ha Puc. 2) u 6annony c
aproHoM (Bxoxa 5 Ha Puc. 2), perynupys cKOpocTh IPOIYBKH MPHU MOMOLIb KPAaHOB PEIyKTOPA,
YCTaHOBJIEHHOT'O Ha OaJUIOHE.

4.  BKJIIOYUTH TOK ra30B U OCTABUTh STYEHKY B TAKOM COCTOSIHUU Ha 2 yaca.

5. Ilo ucTedyeHHMH yKa3aHHOTO BPEMEHHM MpPOAENaTh IOCIEI0BATENBHO ICHCTBUS,
onucaHHsble B 1. 7-9 paznena 0.

6.  3amyctuth nporpammy GPES.

7. B mporpamme GPES BriOpats Method—Cyclic voltammetry—Linear; cnenaTth
CJIEIyIOIINE YCTAHOBKU: YHCIIO IIUKIIOB CKAaHUPOBAHUS — 5; HauaIbHBIA MOTEHIMAI (TIOTEHIHAI
Pa3sOMKHYTOH 1ienu), uHTepBasl ckanupoBanus — 0.3-1.2 B; ckopoctb ckanupoBanus — 1MB/c;

OTKPLITh JUAIIa30HBI TOKOB, 3allyCTUTDb 9KCIICPUMCHT.
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EeEEELLLIESE
TR

Page 1 L Pago2 .
i L= 5, OTKpbITb
First conditioning potential (V) : 0 Hﬂ-S!ﬂ_ r —
Sk - Srik __: AvanasoHbl
or Brcomp. off
1. YMCO LMKNOB CKAaHUPOBAHUA—> timmaaren, 5 i | TOKOB
Cell off after measurement : 3 B
Standby potential (V) 0

Potentials
Define start potential wrt OCP: [T

2. HauanbHbli NOTEHUNAN——— | St potentiol (- :
irst vertex potential (V) : 125
/{gnmna vertex potential (V) : £ 12.500m 7
Step potential (V) : 00244
Scan rate (V/s) : 001
3. UHTepBan CKaHUpPOBaHUA A 10.000m1
Title and subtitle 7 500m

5.000m+

4. CKOpOCTb CKaHUpPOBaHUA

ifA

2.500m+

04

~2.500m-{

-5.000m-{

-7.500m+—m———
0.020 0z

o] S—
4| o[ | I

6. 3anNyCTUTb SKCMEPUMEHT— = I°

8. Ilo oxoH4YaHMM HM3MEpPEHMU COXpaHMUTH IOJydeHHble naHHble: File—Save scan

as—scan 5—IponucaTh IyTh COXPaHEHUSI.

9.  BrHyTH 00pasel u3 SYEHKH, OMOJOCHYTh TUCTUUTMPOBAHHON BOJOW U BBICYIITUTH

Ha BO3yX¢E.

2.6. Peructpauus KpuBbIX 3apskeHusa Pd/Au 3j1ieKTpoaoB

1.  TwmarenbHO BBHIMBITH BCE COCTABISIONINE SIYCHKH, N300pakeHHON Ha Puc. 2 (cm.

n.1 paznena 0.), a 3aTeM BBICYIINTH B cylnibHOM mkady npu T=60 °C.

2. CoOparp u 3aMoJIHUTh BCIO SYEHKY (BKJIIOYAs COCYJ BOJOPOIHOTO AJIEKTPOA)
pactBopom 0.5 M H,S0,.
3. [IponenaTe nmocneaoBaTeNbHO IEUCTBUS, ONMUCAHHBIE B I1. 3-5 pazgena 2.5.

4.  3Banyctute nporpammy ZARJAD (uHTEepdeiic mporpaMMbl aHAJIOTHYEH WHTEP-
¢eiicy KULON)
5. OTKpBITh MEHIO PeIaKTUPOBAHMS yCIOBUI SKCIIEPUMEHTA (KHOIKa >>Programm)

6. VY CTaHOBUTH yCIOBHS KCIIEPUMEHTA TOYHO TaK, KaK IIOKAa3aHO HA PUCYHKE:
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T 7 Stationary Charging Curve: T

File Measure Hardware View

=10ix|

Display |
v EQ v Et
etfoooo®  ¥)
=]
~Measure
Comment: ICHﬂTue KpPMBBIX 3apAxenma Pd
[¥ Save resul to: [E:\Praktikum [
Start
Conditioning Time interval
E.V t, min Tmax, min dt, min .—< >
1 IU.G Iw 1 |2 IU.5 """""""""" Pauze | Restart
2 ID IO 2 |5 |1 | Range
3o [o 3 [0 [o g
| - 100 mkds =
~Potential interval e =4 .—--—J"'_ —-—-—I_"
1 iz 3 4 5 [ 7 8 T e dE m¥/min:
Endpot.V [007  [0.05  Jo03  fo05  Joo7  joe O 0 ko] | dE Z/min:
imé [ [ [1 [a [4 [ o [o ~keo---4f | Noise
t, sec [10 [10 [10 10 [10 [10 [0 [o 055 08
dE, mi/min |1 for 1 Joa [ [o [0
oK | Cancel |

BHecéHHbIE YCTAaHOBKHM NPOTpaMMBbl OTPAXKAIOT CIEIYIOIIME YCIOBHUSA SKCIEPUMEHTA:
paBHOBECHBIE KpHBBIE 3apshkeHus peructpupyrores ot 0.6 mo 0.03 B u B oOpaTtHOM Hampasiie-
HUM; JUIs TIOY4EHUsS] TOYKU Ha KPUBOM uepe3 3JeKTpoJ Mpomyckaercs Tok /=] mA B TeueHue
t=10 c, mocine 4ero LEeMb pa3pbIBaeTCs U OCTAETCS PA30MKHYTOH J0 yCTaHOBJIEHHSI PaBHOBECHO-
ro moTeHIuanza (Mo ero JOCTHXEHHUH, MPUOOp aBTOMATHYECKU MEPEKII0YaeTCs] K M3MEPEHHIO
CJIEIYIOIICH TOUKN); KPUTEPHUN CTAIIMOHAPHOCTH B 00NACTsIX a- u f-ha3 — 1 MB/muH, Ha mnaro —
0.1 MmB/mumn.

7. BoeiHyTh 0Opasen u3 s4yeiku, ONoJIOCHYTh AMCTHIIIIMPOBAHHOM BOJOH U BBICY-

IIHUTH HA BO3AYXC.

2.7.Monyyenue gudppakrorpammsl Ha Pd/Au o6pasue

B pamkax nmaHHO# 3a/lauyu HE MPEIIOJIAraeTCs CaMOCTOSTEIBLHOTO MOJIYYEHUs! CTYACH-
TOM peHTreHorpadudyeckux maHHbIX. [loanmucanHbie oOpasibl HEOOXOAUMO TIEpenaTh Mpernoa-

BATCIIO U IEpeaavu onepaTropy ,[[I/I(l)paKTOMeTpa.
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3. 06pa6oTKa NOJIyYEeHHbIX JAHHBIX

3.1. OeHKa BBIX0/a 0 TOKY NPH 0CAXKAECHUH NaJLIa AU

1.  3amyctuts nporpammy Origin 7.0.

2. VmmoprtupoBaTh TaOIHIly C JAHHBIMU (TPAH3UCHT TOKA OCAXKICHHS MaUIaIus):
File—Import—Single ASCII—yka3atb MecTo pacnonoxenus gaitma—Open.

3. Tloctpouts rpaduueckoe n300paxeHHEe TpaH3UEHTA TOKA OCAXIeHHS (Tabnuua c
MMITOPTHPOBAHHBIMU JAHHBIMU JIOJDKHA ObITh akTuBHA): Plot—Line

4. OueHuTh IIOWAAb MO MOJyYeHHON KpUBOH (3apsin (), 3aTpayeHHbIH Ha mpolecc
ocaxnenus): Analysis—Mathematics—Integrate. Ilocie sToro Ha nose rpaduka nosBUTCS Tab-
JMYKa C pe3yIbTaTaMi HHTETPUPOBAHHUS.

5. Paccumrath mpyq no ypaBHenuto (I12) (cm Ilpunoxenus, B kauectse ) mojicra-
BUTD IUIOLIA I 1101 KPUBOM, ONIPE/ICIEHHYIO B IPEABLIYIIEM IIYHKTE).

6.  Paccuurars BbIX0A 10 TOKY 110 ypaBHeHuto (I17).

3.2. OnpeaeneHe UCTUHHOM NMOBEPXHOCTHU IJIEKTPOOCAKAEHHOI'0 NaJ-
Jaaus

1.  Ilpomenats mocieAoBaTelbHO ACUCTBUS, omnmucaHHbie B m. 1-3 paszzmena 3.1 (um-
MOPTHPOBATH BOJIBTAMIIEPOTPAMMY HCCIIETyeMOTo 00pasia).

2. OmnpenenuTh IIOW@AAbL IMOJ COOTBETCTBYIOIIEM YYaCTKOM BOJIbTAMIIEPOIPAMMBI
(cm. Puc. I14) ananmoruyHo crocoOy, onucanHoMy B 1. 4 paznaena 3.1. JIns BblaeneHus uccle-
JyeMOT0 y4acTKa BOJIbTaMIIEpOrpaMMbl MOKHO BOCIIOJIB30BaThCsl MHCTpYMeHTOM Data Selector
na"enu Tools, pacrosnoxeHHON BIOJb MPaBOW BEPTUKAIHHON T'PAHMUIIBI OKHA HMPOTPAMMBI, WIH
BBIPE3aTh COOTBETCTBYIOIINN Y9aCTOK KPHBOW W3 TaOJMIBI 3HAYCHWH Bpy4yHy0. [lompaBky Ha
3apsyKEHHE MOHHOTO JIBOMHOTO CJIOSl BHOCST IyTEM BBIUMTAHUS €r0 BKIJIAJIAa U3 MOJYYEHHOIO 3a-
psaaa. OTOT BKJIAJ OLICHUBAIOT IO IUIOLIAAU NPSIMOYTOJbHUKA, OTPAHUYEHHOTO CBEPXY JIMHHEH,
MOJYYCHHON MyTEM JTHMHEHHOW SKCTPANOJISIMUA JBOWHOCIOWHONW 001acTH, a CHU3Y - OCbIO a0c-
rucc. [To 6okaM MpsIMOYTOIbHUK OFPaHUYEH COOTBETCTBYIOLIMM MHTEPBAIOM IOTEHLMAIOB.

3. Paccuurtarh KOJHMYECTBO 3JIEKTPHUYECTBA, 3aTpayeHHOE Ha AECOpOLHIO aJaTOMOB
Kkucioposa (menu) no ypaBuenuto (116).

4.  PaccuuTarh HCTUHHYIO TOBEPXHOCTH 00pa3ua no ypasHenuto (I117).
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3.3.[locTpoeHue U aHAIU3 U30TEePM a6COPOIUU BOJOPOAA NA/IAJHEM

A. IlocTpoenune u3orepm adcopOuM BOAOPOAA MAJLIIATHEM.
1.  HmmopTtupoBaTh KPUBYIO 3apsHKEHUS UCCIIETyeMOro oopasiia.
2.  IlepecuurtaTh MOTEHLMANbl HAaKOIUIEHUs Bogopoja E B 3¢eKTuBHOE NaBleHUE
Bozopona P, , ucrons3ys ypaBHenue (1).
3.  Ilepecuutats 3apsia , 3aTpadeHHBIN Ha 3apsHKeHHE 00pasiia, B aTOMHOE OTHOIIIE-

Hue H/Pd 1o ypaBHEHUIO:

Q- Yl
%d n-F-m,, (7

4.  Iloctpouts rpapuueckoe n3odpaxxeHue N30TepMbl a0COPOLIMU BOAOPOAA B KOOP-

IUHAaTax (% d’E ) ( %D J ) 0 aHaJioruu ¢ 1. 3 pazzgena 3.1.

B. Pacuér K, u x):

1. U3 umnopTupoBaHHOM TaOJIMIIBI C JaHHBIMH BbIpe3aTh 3HaueHUs E,(), COOTBETCT-
Bytonue nareppairy usmMmenenus £ ot 0.09 go 0.2 B.

2. [lepecunTtaTh MOTEHIMANBI HAKOIUIEHUS Boaopoda £ B sddexTuBHOE naBieHHE
BOJIOpOJA PH2

3.  BBIYMCIUTH aTOMHOE OTHOLIEHHE BOJIOPO/IA, HETIOCPEACTBEHHO a0COPOMPOBAHHO-

To nMaJuraiueMm, K najjiaavuio 1o ypaBHCHUIO!:

%d(a&):M’

n-F-mg,,

rae Qs Beruucngercs no ypasHenuro (I18).

4. Tloctpouts rpaduk 3aBUCUMOCTH (% d(a6c), N )

5.  AUmNpoKkCMMHpOBaTh  MOJYYEHHYIO  3aBHCHMOCTb  JIMHEHHOH  (yHKumei
(Analysis—Fitting—Fit Linear).

0
6. PaccuuTaTh BEeIHMYHHBI KS H X, Kak IIapaMCTphl allllpOKCUMaluHu, Mpearojaaras, 4To 3a-

BHCHMOCTh ( 4, J a6c / ) OTIMCHIBAaETCSA ypaBHEHHEM (6).

3.4. AHa/1IM3 N0JIy4YEeHHBIX pEHTreHOrpaMM

A. Onucanue YIKCNEPUMEHTAIbHOI PEHTIeHOTPAMMBI

1. 3anmyctuts nporpammy MargX.
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2. 3arpy3uth (aiin ¢ naHHeiMH (pacmmpenue .RAW), 11 yero HaxkaTb CIEAYIOLLYIO IO-
CIIeI0OBATEIbHOCTh KHOTOK : 1, Enter, 1, Enter. B mosiBUBIIEMCS THajiore BBECTH WM
¢aiina BMecTe C paclIMpeHrueM U HaxaTh Enter. B oTIeTbHOM OKHE MOSBUTCS 3arpy KeH-
Has peHTreHorpamma (3e1EHbIe TOUKH Ha YEpPHOM (oHe).

3. 3arpy3uth Qaiin ¢ mapamerpamu monenu (pacmupenue .PAR), nns yero Haxartb cie-
IYIOUIYI0 MocaeAoBaTesbHOCTh KHonoK: 0, Enter, 2, Enter, 1, Enter, 1 Enter. B nosiBuB-
HIeMCsI THAJIore BBECTH UMs (haiiia BMECTE C pacUIUpeHUEM U HaKaTh Enter.

4. Jlns mpoBEpKH TOTO, YTO BCE JAaHHBIC 3arpyKEHbI HOPMAIBHO, CAEIaTh PacuéT ¢ HYJIEM
uukioB MHK. Jlns storo naxars 0, Enter, 0, Enter, 4, Enter, 1, Enter. B oTKpbIBLIEMCS
JIMajore BBECTU KOJIMYECTBO IUKIOB - 0 U Haxatb Enter. B OkHE ¢ 3KCIIEpUMEHTAIbHOMN
PEHTTEHOTPAMMOM MOSBATCS BTOPAsl - pacuéTHAs (KpacHas JTMHHSI) U Pa3HOCTHAsI PeHTTe-
HOTpaMMa (KpacHast IMHUS O] SKCIIEPUMEHTAIBHOU U PacYETHOW PEHTICHOrpaMMaMHu ).

5. Jns "moaroHku" pacdy€THBIX MHTEHCUBHOCTEW K DKCIEPHUMEHTANbHBIM HaXaTh CIEHYIO-
Y10 NOCJIeI0OBAaTENbHOCTh KHONOK: 2, Enter, 1, Enter, 3, Enter, 2, Enter, 0, Enter, 0, En-
ter, 0, Enter, 4, Enter, 1, Enter. B oTKpbIBILIEMCSI TUAJIOT€ BBECTH KOJIUYECTBO IIMKJIOB - 5
u HaxaThb Enter.

6. [l yTouHEeHHS CHCTEMaTHYEeCKUX CABUTOB HAXXaTh CIEIYIONIYIO 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 OTKpBIBIIEMCS JJUAJIOTE BBECTH KOJIUYECTBO ITUKIIOB (5)
u HaxaThb Enter.

7. Jns yTouHeHUs mapaMeTpoB PEHIETOK 30J10Ta U Majlagus HaXKaTh CIEAYIOUIYIO 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-
JUYECTBO UKJIOB (5) ¥ HAXKATh Enter.

8. Jlng yTouHeHHs mapaMeTpoB, OTBEYAIOUINX 32 IIMPHHY MHKOB, HAXKATh CIEIYIONIYIO T0-
cJIE0BaTENILHOCTL KHOIIOK: 2, Enter, 1, Enter, 3, Enter, 5, Enter, 6, Enter, 0, Enter, 0,
Enter, 0, Enter, 4, Enter, 1, Enter. B oTKpbIBIIIEMCS JUAJIOT€ BBECTH KOJIMYECTBO ITUKIIOB

- 15 u gaxatnw Enter.

b. CoxpaneHue JaHHBIX
1. Jlnst Toro, 4ToObI COXpPAaHUTh PACCUUTAHHYIO PEHTTEHOTpaMMy M JAaHHBIE AJIs MOCTpOe-

HUS YWIbsIMCOHA-X0JIJ1a, HAXKaTh CIEAYIONIYI0 MOCJIEeI0BATEIbHOCTh KHONOK: 4, Enter,

* B mocie10BaTeNbHOCTH KOMaH,I HE YKa3aHa HEOOXO0MMOCTh HaXaThs KHONKH Enter, BOSHUKAOIAS TIPH BBIBOJIE
cucteMHol nay3sl ¢ TekctoM Fortran Pause - Enter command<CR> or <CR> to continue. B 3tux ciyuasx He-
00Xx01MMO HaXXaTh Enfer CTONBKO pa3, CKOJIBKO TpeOyeTcst JUIs IPOJOIDKECHUS BEIBO/IA ITAHHBIX WM TIEPEX0/1a K cIe-
JIYIOIIEMY ITyHKTY MEHIO.
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2, Enter, 4, Enter, 3, Enter. BeiOpats a3y nannagus, HaxaB 2, Enter. OTBETUTh OTpHUIIa-
TEIHLHO Ha MpeIoKeHne pacuéra (paxTopoB KOHTpacTHOCTH, HaxkaB N, Enter. Coxpa-
HUTH MOCTpOEHUE, HaxaB 1, Enter, 3, Enter. BBectn umsa ¢aiina ¢ pacmmpenuem .DAT,
Hanpumep, WHPd250.DAT u naxarts Enter. COXpaHUTh pEHTTEHOTpaMMBbl, HaXxaB 2, En-
ter. Beectn ums daiina ¢ pacmmpenuem .DAT, nanpumep, FITPd250.DAT, u nHaxats
Enter.

Jlns Toro, yToObl coxpanuTh yrounénHsle mo MHK mapamerpsl, naxars 2, Enter, 1, En-
ter, 5, Enter. BBectn ums ¢aiina ¢ pacumpenueM .PAR, nanpumep, Pd250final. PAR u

Haxatw Enter.

B. IIocTpoenue YuiabsamMcoHa-XoJia

l.
2.

3amyctuth nporpammy Origin.

NmnoptupoBats Tabnuiy ¢ qaHHbIME (TIepBbIi ¢aitn ¢ pacimpenuem .DAT (B mpumepe
Beimie WHPd250.DAT)): File—Import—Single ASCII—yka3atb MeCTO pacroyIOxKeHUs
¢aitna—Open. B umnoptupoBanHoil Tabnuie OyneT mIecTh KOJOHOK (B MOpSIKE oye-
pémHocTn): h, k, [, d*, p*, o(f*).

Crnenatb noctpoenue YuibsiMcoHa-XoJuia, sl 4ero Ha3HAYUTh KOJIOHKE d TIEPEMEHHYIO0
X (mEnkHyTh TpaBOl KHOMKOHM Ha KoyIoHKe, Set As—X), KOJOHKe sigbeta yCTaHOBUTH
tun Y error (MENKHYTHh IPABOM KHOMKOW Ha KOJOHKE, Set As—Y error), ociie 4ero BbI-
JIeTUTh BCE TPU KOJIOHKM U BbIOpaTh Plot— Scatter.

ANIpOKCUMHPOBATh [IOJIy4YE€HHY IO 3aBHCUMOCTD JIMHENHON byHKuneH
(Analysis—Fitting—Fit Linear).

N3 k03 dunneHToB TuHEHHON QYHKIIMHA BBIYUCTUTE <D>p U €.

I'. [locTpoenne peHTreHOrpaMm

l.
2.

3amyctuth nporpammy Origin.

NmmopTtupoBath ¢aiin ¢ gaHHeMH (BTOpo# (aitn ¢ pacmupenuem .DAT (B mpumepe
Beiie FITPd250.DAT)): File—Import—Single ASCII—yka3aTb MeCTO pacroyoKeHHs
¢aitna—Open. B umnoptupoBanHoii Tabnuie OyneT miecTh KOJOHOK (B MOpSIKE oye-
pénuoctH): nudpakuoHHbId yroa (20), SKCIepUMEHTATbHO W3MEpPEHHAsT HWHTEHCHUB-
HOCTb, PaCCUYMTAaHHAasi MHTEHCHBHOCTb, PA3HOCTb 3KCIEPUMEHTAIBHOM M PaCCUUTAHHOU
MHTEHCUBHOCTEH, a TakKe JBE KOJIOHKM C CyMMOHM KBaJpaTOB PAa3HOCTHOM M CyMMOii
B3BEILICHHBIX KBAJJPAaTOB Pa3HOCTHOH (He OyIyT HY>KHBI B paMKaX JaHHOM 3aJaun).
[TocTpouTh dKCTIIEPIMEHTAIBHYIO PEHTTEHOTPaMMY, JUIS Y€TO BBIISIUTH KOJOHKH A 1 B,

clenaTh METY0K MpaBoOil KHOMKON M BBIOpaTh Plot—Scatter. CrnenaTh memdok mpaBou
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KHOTIKOW B CepelrHe MosiBUBIIErocs rpaduka, BeiOpats Plot Details. Mi3smenuts pazmep
CHMBOJIA Ha 3, IepeiTH B IepeBe MeHIO Ha MyHKT Layerl, Ha 3aknaake Size/Speed cHATH
ranouky ¢ mynkra Worksheet data, maximum points per curve, HaxxaTb OK.

4. ]JloGaBUTH Ha PUCYHOK PAaCUYETHYIO M Pa3HOCTHYIO PEHTI'€HOTPAMMBI, JUI YETO CHAEeIaTh
HISITYOK MMPaBOW KHOMKOW Ha rpaduke, BRIOpaTh Layer contents, 100aBUTh JBa MacCHBa
JTAHHBIX, OKaHUYMBarOIMXcst Ha ¢ U _d, Haxkath OK. CrenaTh menyok mpaBoil KHOMKOW B
cepenuHe mosBHBIIETocs rpaduka, BeiOpath Plot Details. B mepapxuueckom nepese
Layer] BeIOpaTh BTOpO# Tpaduk, M3MEHUTH THUII IOCTpOeHHs co Scatter Ha Line, n3zme-
HUTH [IBET Ha KpacHbIi. B nepapxudeckoMm aepese Layerl BeiOparh Tpetuii rpaduk, nU3-

MEHHUTH THII TOCTpOeHus co Scatter Ha Line, Haxxate OK.

J. NU3BJjieyeHHe YTOUHEHHOTO MMapaMeTpa PelléTKA U KPUTEPUEB I0CTOBEPHOCTH

1. OTKpBITH B TFOOOM TEKCTOBOM peNaKTOpe COXpaHEHHBIN Qaiin ¢ pacmmpenneM .PAR (B
npumepe Boime Pd250final. PAR).

2. Haiitu B cniucke napaMeTpoB JBe Tpoiiku napaMmerpoB A, B u C. B3ats 3Hauenue A u3
BTOpPOW TpOMKHU (TIepBasi KOJIOHKA) M OMIMOKY oIpenesneHus 3Toro napamerpa no MHK
(BTOpast KOJIOHKA).

3. Bs3sTh 3HaUEHUs KpUTEPUEB JOCTOBEPHOCTH U3 KOHIA (haiina (Ryyp, Rexp, GOF).

3.5. OueHka creneHu cpactanus AJsa Pd/Au o6pa3nos

Onuenuts crenens cpactanus (®) vactun Pd B ocaakax 1mo ypaBHEHHIO:
Syo (Cl/l)

©=1- S,,(XRD) ®)

rie Syo(Cu) — MOBEPXHOCTD, ONpEesIeHHas AeKTpoxuMuiecku 1o aecopouuu Cu, a S,o(XRD)
paccunrtana u3 <D>y B IPEANOJIOKCHHH O CPSPUIHOCTH YACTHI] TI0 YPABHECHUIO:

3

Pra <D>V

T/I€ Ppd — INIOTHOCTD MAJIIAAMS.

S,,(XRD) = 9)
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4. CoaepxaHue 0OTYETaA

4.1.Tpaduyeckoe npeacTaBJIeHUE UCXOAHBIX JAHHBIX

a) [IpencraBpTe TpaH3UEHT OCAXKICHUS 00pa3Iia majuiaIusl.
0) [IpencraBpTe BOJIbTAMIIEPOTPAMMBI TTAJLIAIUSL B PACTBOPE CEPHOM KUCIIOTHI M B PACTBOPE Cep-

HOM KHCIIOTHI ¢ T00aBKoii cynbdara Mmeam.

B) [IpencTaBpTe KpUBYIO 3apsDKEHUS MaUIaAus B KOOPAUHATAX (% J E ) U (% J ,\/PT,2 ) .

r) [IpeacraBbTe peHTreHOrpaMMy OCaJlKa Majuiagusl B KOOPAMHATAX UHTEHCUBHOCTH - 20 U MH-

TEHCHBHOCTb - d(A).

4.2. CpaBHUTE/IbHbIA aHa/IM3 AAHHBIX PeHTreHorpaduu M 3JeKTPOXU-
MH4YeCKHX MEeTOJ0B

a) 3anonHuTe TabNUILy 2.

Tabauua 2.

Oopasey <D>y, S,0(0) *, Syo(Cu)*, Cmenens cpacmanus, @

2 2
HM M°/r M/r

Pd 250 MB

E3 (%
Syo — omHowenue ucmuHHoOU NogepxXHoCcmU 00pa3ya K e2o macce.
0) Hanmmmmre BIBO:
- TIOTBITAUTECh OOBACHUTH IPUIMHBI PA3TMYMs AaHATOTUYHBIX BEJIMYHMH, ONPEIICIEHHBIX pa3-

HbIMH MCTOAaMU.
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IIpuioxeHua

I11. 1eKTpoXuMHUYeCKre MeTO/Abl

I11.A. XpoHoaMniepoMeTpUYECKHUI MOHUTOPUHT OCAXKAECHUS NaLJ1a AU

B »ToM Mmetone IIpyu IOMOIIN IMOTCHHUOCTATa IMOTCHUMUAJl 3JICKTpOAda CMCINAKT OT Ha-

*
YyanbHOTO 3HaueHus £E, u 3arem mopaepkuBaroT noctosHHbIM (Puc. I11,A). C momeHTa ycTa-

HOBJICHHS 3a/IaHHOTO MoTeHrmana (=0 Ha
Puc. I11,A) perucrpupyercsi 3aBUCUMOCTb
BEJIMUMHBI MMPOTEKAIOIIEr0 B LEnu TokKa [/
OT BpeMeHH ¢ (XpoHoamImeporpamma, B
AHIJIOA3BIYHOM JIUTEpaType — current tran-
sient) (Puc. I11,B). [TogpoOHO 0 meramsx
peaiuzallud U 3JIEKTPOAHATUTUYECKUX
MPUIIOKEHUSAX METOJa XPOHOAMIIEPOMET-
puH, a TaKKe O €ro KCIOJb30BAHUM JIf
UCCTICAOBAHUS KHUHETUKH DJIEKTPOIHBIX
IPOLIECCOB C Y4aCTUEM YacTHI] B pacTBO-
p€, MOXKHO TTpounTaTh B KHUre [11].

B wyacTtHOCTH, XpOHOaMIEpOMET-
pUsl UCTIOIb3YETCS NJIsl UCCIEOBAHUSL HE-
CTal[MOHAPHOM KMHETHUKH IMPOIIECCOB, CO-
MIPOBOXKAIOIIUXCST 00pa3oBaHUEM HOBOM
Kpuctamnueckoi ¢assl [5]. B aTom ciy-
qyae aHanu3 /,f — 3aBUCUMOCTEN OCYLIECTB-
JSeTCsl B paMKax pa3iMuYHbIX Mojenei
HYKJI€allud W POCTa KPHUCTAJUIOB Ha IIO-
BEpXHOCTH [8, co cTp. 612]. B nanHoii 3a-
Jladye XpOHOAMIIEpOrpaMMbl PETUCTPUPY-
I0TCS B IPOLIECCE€ MOTEHIMOCTaTHUYECKOIO

ANEKTPOOCAXKACHUS TMautaaus. B 3aBucu-

E (A)

I (B)

Pucynok II1. 3aBucumocts norenunasa (A) u toka (B)
OT BpeMEHH B Mpolecce MOTEeHIHOCTATHYECKOr0 dJIeK-

TPOOCAKACHUA METaJlj1a.

MOCTH OT BBI6paHHOFO NOoTeHIMana oca)KJeHus [, — 3aBUCUMOCTH MOTYT OKa3aTbCsd MOHOTOH-

* B kayecTBe HaYaIbHOrO 3HAYCHUS MOTCHIKMAJIAa IPHU UCCIICAO0OBAHNHU JJICKTPOOCAKACHUA METAJUIOB O0OBIYHO HC-
TTOJIB3YIOT 0ECTOKOBBII MNOTCHIMAJI NI paBHOBCCHbIﬁ IMOTCHIMAJI CHCTCMBbI METaJLJI/UOH METaJlIa.
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HBIMHW WX ACMOHCTPHUPOBATH MAKCUMYM. 910 OMNpeaACIIICTCA XapaKTCPOM U3MCHCHUS IMOBCPXHO-
CTH PacTyIIETro MeTaa.
Ecnu mporiecc ocakaeHus: MPOUCXOANUT MapaJIeIbHO C IPYTUMHU PEAKIMSIMH, BBIXOJ O

TOKY (BT) Hy»)HO ompeAensTh o popmyre:

T = Mracka 10004 (I11)
mp,

TJIe Mpg — Macca dIEKTPOOCAKIEHHOTO NAIJIAINS, ONIPEICIIEHHAs ITYTEM TI0 PA3HOCTH MACC 3JIEK-

TpoAaa A0 U IIOCJIC OCAKIACHUS, a Mp4Far) — MaCCa PaCCUNTAHHAA 110 3aKOHY CDapa;[e;I:

O u
MpgFary = F : % (I2)

rae F=96500 Kn/r-skB — uncno @apages, Q — konudectBo snekrpudectsa (Ki), HeoOxoaumoe
JUISL BBIJIENICHUS HA DJIEKTPOIE Mpdrar) TPAMMOB NAIIAUs, Upy — aTOMHAs Macca Maulaaus
(r/MOJIB); n — YUCIIO ANEKTPOHOB, YYACTBYIOIIMX B 3JIEKTPOAHON peakuuu. KommdecTBo aiek-
TpudecTBa () OLICHUBACTCS MyTEM UHTETPUPOBaHUs [,/ — KPUBBIX (f, — BPeMs 3aBEpILEHUS MPO-

necca):
0= f 1dt (I13)

B mporecce KaToIHOTO IEKTPOOCAKICHHS TAJUTAIHs U3 a3PHUPOBAHHOTO PacTBOpa Mpo-
UCXOJUT TMapaJuIeIbHBIN MPOIECC BOCCTAHOBICHHS KHUCIOPOAa (BKJIAI 3TOW PEaKIUU CHIbHEE
BBIPQ)XEH B 00JIACTH HM3KUX MEPEHANPSIKCHUHN, PU OCAXKICHUU ¢ KHHETHYECKUM KOHTPOJIEM).

[Tpu ocaxkneHnW B 00JACTH MOTEHITMAIIOB 0Opa3oBaHus f-(ha3bl THAPHIA TPOTEKACT TaKXKe Ia-

pajsIenabHBIA IPOLECC BOCCTAHOBIEHUS MOHOB THIPOKCOHMS (H30+ +e=H, +H20), pHYEM

oOpa3yromuecss aToMbl BOJIOPOAa PEKOMOMHUPYIOT, U MOJIEKYJISIPHBIA BOAOPOJ paCTBOPSETCS B
BOJIe. DTOT MPOIIECC MOXKET MPOJOIIKATHCSA JI0 TEX MOp, TOKa B 00bEMe pacTBopa He OyaeT oc-
TUTHYTa KOHLEHTpaiusi H,, oTBeuaromas npu JaHHOM TMOTEHI[MAJIEe PAaBHOBECHIO (YpaBHEHHE
(1)). IIpu moTeHmanax, oTBevarIKMXx oopazoBanuto PdH,, UMeeT MECTO TakKe Tepexo aaaTo-
MOB BojI0poja B 00bEM ocagka. COOTBETCTBEHHO, KOJIMYECTBO aTOMOB H,y, KOTOpBIE yAAISIOTCS
C MOBEPXHOCTH MO0 Mepe 00pa30oBaHUsl, PE3KO BO3PACTACT MPHU CHIKEHUH E U 0COOCHHO BEJIUKO
IIpH TIOTEHITMANax o0pazoBanus f-¢asbl. CienoBaTebHO, BO3PACTAIOT U 3aTPaThl 3apsiaa Ha 00-

pa3zoBanue H,y, 4TO pe3ko cHuxaet BT.
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I11.5. OnpeaeseHre HCTUHHON MOBEPHOCTH METOA0M IMK/INYECKOM BOJILT-

aMnepoMeTpuu

MCTOZ[ COCTOUT B HAJIOXKXCHUH Ha DJICKTPOJ JIMHEMHO HN3MCHAIOIICTOCA BO BPEMCHU I10-

TEHIMala 1 U3MEPEHUH BO3HUKAIOILIETO B LIEMU TOKa (peructpupytorces /£ — KpuBble, BOJIbTaM-

EPOrpaMMBI):
dE
— = v =const (114)
dt
IZIE V — CKOPOCTb pa3BEPTKU MOTEHIMANIA. M3MepsieMblii IIPU ’TOM TOK MOXKHO IPEICTABUTh KaK:
dE
I = Cnm T Cl’lOﬂ ) v (HS)
dt “

rae Cy,, — 001Ias MoIpU3aluOHHAs EMKOCTh, CKJIaIBIBAIOIIASICS U3 EMKOCTH HOHHOTO TBOMHOTO
CJIOSI 1 HEKOTOPOU MCEBAOEMKOCTH, OTBEYAIOIIEH MPOTEKAIOIIMM B CHUCTEME TpolieccaM acopo-
[IAU-JECOpOITMU aJaTOMOB.

Hcnonp30BaHue MeTOA 7Sl U3yUEHUSI CTPOCHHS SJIEKTPOXUMHUECKON Mex(a3HOi rpa-
HUIIBI U aICOPOLIMU HA 3IIEKTPOAAX PAacCMOTPEHO B KHUTax [8, co ctp. 324], [12, co cTp. 99], a
BOJIbTAMIIEPOMETPUYECKHE METOJABl OIPEACIICHUS] WCTUHHON IMOBEPXHOCTH METAUIMYECKUX
3JIEKTPOJIOB OMUCAHBI B [7].

SIBnenne oOpa3oBaHUs aIaTOMOB JICKHUT B OCHOBE 3JIEKTPOXMMHYECKHUX METOJOB OIpe-
JIeJICHUs] UICTUHHOM MOBEPXHOCTHU psiJla METAJIOB. /{11 MeTaIoB MIIATUHOBOM T'PYIIINbBI B KAYECT-
BE TaKHX aJaTOMOB HamboJIee 4acTo HCIONIB3YIOT anatombl H, O u Cu, u3Mepsis 3aTpaThl 3apsjia

Ha 00pa30BaHUE COOTBETCTBYIOUIMX MOHOCIIOEB!

e (Pd)+H,0" =2 Pd-H, +H,0 (1)
Pd+H,02 Pd-0,, +2e (Pd)+2H" (2)
Cu’* +2e (Pd) = Pd —Cu,,, 3)

Heo0xo1mMo OTMETHTB, UTO IS IMAJUTaIAs METOJT ONPEICIICHHS] HICTHHHON TTOBEPXHOCTH
no aacopouuu-aecopOunu H HENPUMEHUM, MOCKOJIbKY aTOMBI BOJOPOJia HE TOJBKO aacopOu-
pPYIOTCSL Ha MOBEPXHOCTH, HO M MPOHUKAIOT B 00bEM oOpasiia. COOTBETCTBEHHO, M3MEPSEMBIii
3apsi OKa3bIBACTCS 3aMETHO BBIIIE, YEM OTBEYAIOINI 00pa30BaHUIO0 MOHOCIOS H.

[TponumrocTprpyeM IPUHIIMIT, HA KOTOPOM OCHOBAHBI TAKHUE METOJIBI, HA TIPHUMEPE OIpe-
JIEJICHNs TTOBEPXHOCTH MallIaJus Mo afcopOouuu KUcaopoja U Meau. BonpTamneporpaMmsl 1uis
ANEKTPOOCAKAEHHOTO  Naliagus  perucrpupyrorcas B pactBopax 0.5M  H,SO, wu
0.5M H,50,+0.1M CuSO, B untepBane noreriuanos 0.3-1.25 B. B atom unTepBasie noreHuua-
JIOB Ha MCCJICTYEMOM 3JICKTPOIC BO3MOXKHO IMPOTEKaHKE MPOIIecca 3apsHKEHUS HOHHOTO JIBOWHO-
r'O CJ0s, a TAKXKE MPOLIECCOB aJICOPOIMH-ecopOIHu ¢ iepeHocoM 3apsaa (2) u (3).
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B To e Bpems, TepMOAMHAMHUYECKH €€ HEBO3MOKHO 00pa3oBaHue razoodpasHoro O

(Eyo, =1261 B B mkane c.B.5.)
0,

nin (1)a30Boro ocCaJgka MCTaJllIN4C-

CKON Memu (ng =0.3739 B B

Cu
HIKase C.B.3.).

[Ipu o6paboTke BOIBTAM-
NeporpaMM  OTIPENENSICTCS  KOJIH-
YECTBO AJIEKTPUYECTBA, 3aTpadyeH-
HO€ Ha JeCOpOIMI0 aaTOMOB KH-
ciopona (Puc. I12,A, kaTomHbIi
xon kpuBod) wiu wmeau (Puc.
[12,B, aHOAHBIN XOa KPUBOIl) my-

TEM MHTETPUPOBAHHUS:
1
Qoicwy == | 1dE (T16)
Vi

3aTeM BHOCHUTCS TIOTIpaBKa
Ha 3apsHKEHHE MOHHOTO JABOWHOTO
CJI0sl, KOTOpPOE€ MpOTEKAeT OIHO-
BPEMEHHO C ajcopOuumeit — ne-
copOrmeld amatomoB. B mepBom
OpUOIIKEHUH Takue TOMpPaBKU
MOXHO BBECTH IIyTEM JIMHEWHOU
SKCTPaNoJSINMA  JBOWHOCIOMHOM
obnactu (cm. Puc. I12). Benmmunnbr

Q, OTBCHAIOIIHUC 06p2130BaHI/IIO

L, Ay (A)
0.0004 p
0.0002 |
00000 .Z ,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,, W
. 3apsxeHre HOHHOTO
-0.0002 JIBOMHOTO CJIOS
L E,
-0.0004 p JecopOuust ajaToMoB
L KUCI0poza
-0.0006 Bttt T —
0.4 0.6 0.8 1.0 1.2 1.4
E, B (OBD)
L A'El HecopOuus azaroMoB (B)
0.0004 p
0.0002 p
0.0000 -
-0.0002 p
-0.0004 p
-0.0006 Bl s . a

[ [ [
0.4 0.6 0.8 1.0 1.2 1.4

E, B (OBD)

Pucynok I12. Boabramneporpammbl JOPd, 3aperncTpupoBaH-
Hble B pactBopax 0.5M H,SO, (A) u 0.5M H,SO, + 0.1M CuSO,
(B).

MOHOCJIOEB a/1aTOMOB, 3aBHCAT OT HECKOJIBKUX (pakTopoB: (1) or "cormacoBanHoctu" cios ajga-

TOMOB M MOBEPXHOCTHOT'O CJIOSI aTOMOB TOJIJIOKKH, (2) OT mapaMeTpoB KPUCTAIMUECKOU pe-

meETKY, (3) oT KpucTaILOrpadUuecKo OPHUEHTAIIMH TTIOBEPXHOCTH.

B OpEANOJIOXKECHUN O TOM, YTO KOJIMYECTBO 3JICKTPUYCCTBA, H606X0)II/IM06 JJIA L[ecop6—

IIUU a7aTOMOB Kuciopona (Mean) c 1 cM’ HCTHUHHOI MOBEPXHOCTH, paBHO 4.2 10" Kn (o TouHO-

CTH OIPENCIICHUH 3TOW BEIMYMHBI MOXKHO MPOUYUTATh B KHUTE [8, cTp. 329], a Takxke B 0030pe

[7]), paccuuThIiBaeTCS UCTHHHAS TIOBEPXHOCTH 00Opasia 1o ¢hopmyIe:
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B QO(Cu)[K]l]

o€ " 42.107 (I7)

[11.B. I1eKTpoXUMHYECKHEe METOJbl, UCIOJib3yeMble AJIsA HCC/IeAOBAHUA
a6écopouuu BoAOpoAa

Peructpupytor 3aBUCUMOCTB TIOTEHIIAANA AIEKTPOa £ 0T KonndecTBa deKkTpudectsa Q,
IPOTYIICHHOTO 33 BpeMs ¢ B TaJIbBAHOCTATUYECKOM (/=const) pexume (Tak Ha3bIBA€MbIC KPUBBIC
3apspkenus) [8, co ctp. 3291, [9, co cTp. 185].

B nannHOM 3amade MCHONIB3yeTCS METOJIMKA U3MEPEHHUsI PABHOBECHBIX KPUBBIX 3apsiiKe-
HUS: TAIbBAHOCTATHUYECKYIO MOJSPU3ALUIO MEPHOAMUYECKH MPEPHIBAIOT M BBDKUAAIOT JIO YCTa-
HOBJICHUS TOCTOSTHHOTO 3HAUEHUS TOTEHIIMAA ITPH PA3OMKHYTON LEITH.

Kpusbie 3apspkeHus (KaTOJHYIO U aHOJHYIO) AJIEKTPOOCAXKAEHHOTO MaJlIaausi PErucT-
pupytotT B pactBope 0.5 M H,S0O, B unteppaiie norenuuaioB ot 0.03 mo 0.6 B. B atux ycinousix
Ha KPHUBBIX HAOIIOACTCS ITOYTH TOPU3OHTATIBHAS TUIOMIA/IKA, COOTBETCTBYIOIIAS 00— /3 TIEPEXOTy

IIpu MmocJaCcA0BATCIIbHOM YMCHBIUICHUHN TTOTCHIIMAJIA B XO/€ I/ISMepeHI/Iﬁ U1 ﬂ—>0€ nepexony Ipu

nociefoBaTenbHoM  yBenmueHun R (OB:})
bl

notenuana (cm. Puc. I13). 020
[Ipu wu3ydyeHun mnosene- B
HUs BOJOPOJA, PacTBOPEHHOIO B 0"6_'
a-¢asze, HEOOXOMUMO YUHTHIBATH [
F) -
3aTparkl 3apsaa Ha MpoIecc NOHU- 0-12 I o
3alui  aJICOPOUPOBAHHOIO BOJIO- [
0.08 | B+0t
pona (i aHOJHOIO XOAa Kpu- L
BBIX) WM €ro 00pa3soBaHus IpH /
0.04
perucTpanvy KaTOJHOW KpHUBOU L B
3apspKEeHUs. DTy TIOMPAaBKY MOXKHO -
0[](} A 1L A L A 1 i L A I | A ]
BHECTH HYTéM BBIUHUTAHUS U3 IOJI- 0 100 200 300 400 500 600

Q, MmKn

Pucynoxk II3. Kpusas 3apsixenust 50Pd B 0.5M H,SO,.

HOTO 3apsjia, 3aTPayeHHOro Ha 3a-
psbkenue obpasua (Q), 3apsna, 3a-
TPAa4e€HHOT'0 Ha aJICOPOIINIO-1eCOPOIMI0 MOHOCIIOS aAaTOMOB BOJIOPOAA:

Qa()c = Q - S uem Q,wonoc,wr) : 9 (HS)

re Suem — UICTUHHASI TOBEPXHOCTh 00pa3na, Oyonocroi — KOJIAYECTBO ANEKTPHUUECTBA, HEOOXOIHU-
Moe Il JiecopOImu Bojopoaa ¢ 1 cM’ HCTHHHOM MMOBEPXHOCTH (MMPUHUMAIOT PABHBIM 2.1-10™

K AJI MMOJIMKPUCTATIIIMYCCKOTO nannaz[ml), 0 - cTeneHb 3alOIHEHUS MOBCPXHOCTHU aJaTOMaMH
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BOJIOpOJa. 3aBUCUMOCTE 6, E, SKCIIEPUMEHTAIILHO yCTaHOBJICHHAs B padote [13] mist nHTEpBaia
noteHnrano 0.09-0.2 B, MOKHO anmpOKCUMHUPOBATh TUHEUHOW 3aBUCUMOCTBIO:

0=1-38E, (I19)
rae E — norenuuan (B) B mkane OBD.

s ompeneneHust coaepikaHusi abcopOMpOBAaHHOTO B MaUIaAMKA BOJIOPOJA MOXKHO HC-
II0JIB30BaTh U METOJ BOJBTAMIIEPOMETPHUH C TOCTATOYHO MEUIEHHOW pa3BEPTKON noTeHnuana. B
3TOM CIlly4ae CleyeT CTaOWIM3UPOBATh HYXHBIA MOTEHIMAN, a 3aTe€M BKJIIOYHMTH DPa3BEPTKY

(aHOMTHBIN XO[).

I12. MeTOoA peHTreHOBCKOM AudpaKkToMeTpun

OnHOI M3 MaTepuanoBeIYECKUX 3a/1a4, BOSHUKAIOLIUX MPH PaboTe ¢ pa3IMYHBIMU HJIEK-
TPOAHBIMH MaTepHAJIaMH, SIBISIETCS aHAJIN3 MHUKPOCTPYKTYpPBHI HCCIIeAyeMoro BemecTBa. He-
CMOTpS. Ha TO, YTO METOJIOB OOHAPYKEHUS U WACHTHUPUKAUHN Je(PEKTOB TOCTATOYHO MHOTO, HE
BCE OHHU IO3BOJIAIOT MOJYYUTh MHTErpaJIbHYI0 MHPOpPMaLMIO 00 HcciaelyeMoM o0paslie BBUIY
BBICOKOM JIOKAJIbHOCTH (pa3iMyHble BUABI 3JIEKTPOHHONH MHUKPOCKOINH), MOAXOIAT TOJNBKO IS
y3KOTO KJIacca OOBEKTOB (PEHTreHOBCKasi TOmorpadusi win pedreKTOMeTpusi), WIH SBISIOTCS
paspymarnmmMu (METoa SIMOK TpaBieHus1). Hambomnee pacnpocTpaHEHHBIM U yHUBEPCATHHBIM
TU(GPAKIIMOHHBIM METOJIOM aHaN3a MUKPOCTPYKTYPHI SIBJISIETCS MOPOIIKOBAs AUPPAKTOMETPHUS.
[Tockonbky audpaxTorpamma, Kak MpaBUIIO, PETUCTPUPYETCS € JOCTATOYHO OOJIBLIOrO KOJHYe-
CTBa KPUCTAUIUTOB (MOPSAKA 10°-10° MITYK), OHAa TIPe0CTaBIsAeT 00 00pasie HHPOPMAITUIO UH-

TErpaIbHOTO XapakTepa.

36000

Takum o0pazom, He3aBU-

32000
CUMO OOHapyXHTb IpHU

2R000
noMoIy  JudpakiuoH-
24000
HBIX METOJIOB aOCOIIOTHO
20000

BCE MPUCYTCTBYIOIIKME B

16000

MHTEHCHBHOCTD, HMI

HCCIICAyECMOM 06pa3ue

12000

TUTIBL 1e(DEKTOB MPUHITH-

B000

IM1aJIbHO HEBO3MOXHO.

ITo sro¥i mpuunHe Tpen- -"’“an LbL
u N S\

MECTOM PECHTICHOBCKOI'O RARTIT B0 800 108,10 120.0 1400
20, rpan

MUKPOCTPYKTYPHOT'O
Pucynok I14. PeHTreHorpaMma 3J1eKTPOJMTHYECKOr0 0CAAKA NAJIAUA HA
aHaim3a SBISIETCA HJICH- -

TAQUKAUSA ¥, €CIH ITO

BO3MOHO, KOJIMYCCTBCHHOC OIIMCAaHHC LLC(I)GKTOB, BHOCAIINX HanOOJbIINE HUCKAKCHUS B JAn-

27



(GpakuMOHHYIO KapTHHY (B TEPMHHAX WX KOHIICHTPAIIMI WM XapaKTEPHBIX CTPYKTYPHBIX Mapa-
METpPOB).

OTOT METOJ| OCHOBAaH Ha HAOMIOJIEHUM KOHCTPYKTMBHOHM MHTep(depeHLnu, KoTopasi BO3-
HUKAET MpH OOJYyYEHUH KPUCTATMYECKUX BEIIECTB XapaKTEPUCTHUYHBIM PEHTI€HOBCKUM M3ITY-
YeHMEM C JIMHOM BOJHBI opsznka 1 A. B 3ToM cilydae BOSHUKHOBEHHE MaKCHMyMOB Ha PEHTIe-
HOTpaMMe, KOTOpasi U3MEpSETCsl MMyTEM M3MEHEHUS yIUIa MaJeHUsl PEHTTEHOBCKOTO H3JIy4EHUs
Ha o0pasell U perucTpaly OTpPaXEHHOTO U3JIy4YEHUs], CBSI3aHO C FEOMETPUEH B3aUMHOIO pacIio-
JIO’)KEHUSI aTOMOB B JIEMEHTApHOH suelike. [Ipumep nomydaemMoi peHTreHOrpaMMBbl IPUBEAEH HA
pucynke [14. TpaguunoHHO 1O ocH aOCIMICC OTKIIAIBIBAIOT YBOCHHOE 3HAUYCHUE yTIIa TaICHHs
0, 9TO COOTBETCTBYET yIIIy MEXIY NMaJArOIUM U OTPAKEHHBIM IIydkamu. B sdelike MOKHO mpo-
BECTH BOOOpakaeMble TUNIOCKOCTH M MPEACTaBUTh ce0e, UTO OHM MPEACTaBIAI0T co00i nmomymnpo-
3pauHble JUIA M3IydeHus 3epkana. (Takue mimockocTu 0003HAYarOT MHIEKcaMu Musuiepa, CBs-
3aHHBIMHU ¢ 0a30BBIMH BEKTOpPaMH 3JIEMEHTapHOU pemeéTku.) Toraa MOXKHO MMoKa3aTh, YTO MOJIO-
’KEHNE MHTEPPEPEHIIMOHHBIX MAKCUMYMOB B €IMHUILIAX PACCTOSAHUH d, yroJ najeHus 0 u AauHa
BOJIHBI U3JIy4E€HUS A CBSI3aHbI ypaBHeHHEM [ 14, co cTp. 1]

2dsin@ =nA, (I110)

TA€ 1 - NOPALOK OTp&)KeHI/IHT. Crporuii BeiBoa ypaBHenus (I110) 6e3 nomyuienuii o Ha-
JIMYUHU TUIOCKOCTEN U BHYTPEHHEN CUMMETPUN MOKHO HAalTH, HampuMmep, B KHure [14, co ctp. 6].
WHTEHCUBHOCTh MAaKCUMYMOB OIIPEAESETCS KOJIMYECTBOM aTOMOB, HaxOJSALIMXCA HAa OTpa-
AKX IUIOCKOCTSX, @ TAKXKE CyMMapHbIM KOJIMYECTBOM JJICKTPOHOB, Ha KOTOPBIX paccenBa-
€TCSl PEHTTEHOBCKOE W3JIyY€HHE. YPaBHEHHE, CBS3bIBAIOLICE KPUCTAIIIMYECKYIO CTPYKTYpy MU
MHTEHCUBHOCTh MHTEPPEPEHIIMOHHOIO MaKCUMyMa B paMKaX KMHEMaTHYeCKOU TEOpHH U pak-
MK MOXKHO HalTH, Harpumep, B [15, co ctp. 12].

ITpu paccMOTpeHUHM KpPUCTAUIMYECKOIO BELIECTBA B paMKax MoJelu OECKOHEYHOH Ie-
PHOAMYECKON PELIETKH (MCHOJIb3YyEMOM B KJIACCHYECKOM PEHTTEHOCTPYKTYPHOM aHallu3e) pac-
yéTHas AudpakTorpaMmma J0KHA UMETh OJM3KUE K HYJIEBBIM LIIMPUHBI JUHUN. B peanbHoil cu-
Tyauuu (opMa ¥ U3MEHEHHE IUPUHBI TU(PAKIMOHHBIX JIMHUN B 3aBUCUMOCTH OT BEJIIMYHMHBI
TU(PPAaKLHOHHOTO yria Ul XOPOIIO 3aKPUCTAITIM30BAHHBIX COEAMHEHUH ¢ MpeHeOpeKuMo Ma-
JIOM KOHLIEHTpaluen 1e(eKTOB ONpenenseTcss reOMETPUIECKUMU 0COOEHHOCTSIMU SKCIIEPUMEH-
TaJIbHOM YCTaHOBKM M (PU3MYECKOW MPHPOJION HCIIONIb3YEeMOro JUlsl aHanu3a u3nydeHus. Ilpu-
OOpHBIE XapaKTEPUCTUKU (MHCTPYMEHTAIbHOE pa3pellieHue) OMPEIeNsIoOT MUHUMAJIbHO BO3-

MO>KHbIE OOHApyKUBaeMble 0COOEHHOCTH MUKPOCTPYKTYpbI. MckaxeHus: B u3MepsieMblii CUTHAI

" [pu HeM3MEHHOI JUTHHE BOJNHEI MHTEP(EPEHIMOHHBIE MAKCHMYMBI OyIyT HaGII0AAThCS IPH TIOJOKEHUX d/n, Tie
7 - LIeJbIe TOJI0KUTEIbHBIC YHCia. XOTsI B HACTOSIIEE BPEeMsI CUMTAETCS, YTO KaXkJasl IUIOCKOCTh ¢ KpaTHBIM d pac-
CTOSTHHEM SIBJII€TCSI HE3aBHCHMOM, Ha CAMOM JIeJIe OHM SIBJISIOTCS BTOPUYHBIMH HHTEP(EPEHIIMOHHBIMI MaKCHMY-
Mamu. Hampumep, otpaskenue (222) B I.ILK. peHIETKE SBISICTCS BTOPUIHBIM OT oTpakeHus (111).

28



BHOCAT BCE D3JIEMEHTHI ONTHUYECKOH CXeMbl IU(paKTOMeTpa, CiIyXamme s (HOPMHUPOBAHUS
My4yKa U perucrpaiuu curnana. [I[pubopHbIil BKIIaJ AOMKEH ObITh YUTEH B X0J1€ aHAIM3a MUKPO-
CTPYKTYPBI.

JlJ1s1 OLIeHKHM MHCTPYMEHTAJIbHOTO YIIMPEHUS B HACTOsIIEee BpeMs Haubosee pacripocTpa-
HEHBI J[Ba TOJXO0/la — METOJ BHEIIHEro CTaHAapTa M MeToa (PyHJAaMEHTAJIbHBIX TapamMeTpOB
(Fundamental Parameters Approach). IlepBoeiii meTon (Hambonee ynmoTpeOMMBIN) OCHOBaH Ha
U3MEPEHUN UHCTPYMEHTAIBHOTO YIIUPEHHUS MPHU MOMOIIM CHEeIHaTbHBIM 00pa3oM aTTeCTOBaH-
HOTO BemlecTBa-crangapra, Takoro kak NIST SRM 640d (kpemuwmii) wnum NIST SRM 660c
(LaB¢). B nanpHeiiieM MHCTpyMEHTalbHAs IIHPUHA BBIYMTACTCS ™ W3 LIUPHUHBI JTUHUN HUCCIIe-
JyeMOT0 BelecTBa. BTopoif MeTo1 OCHOBaH Ha pacuéTe WHANBUIYATBHBIX (DYHKIIUNA abepparnid,
CBSI3aHHBIX C KaXKIbIM ONITUYECKUM DJIEMEHTOM JU(PPaKTOMETpA.

Mopnenb uaeabHOTO KpUCTaIIa, KOTOpas SIBISIETCS YI0OHBIM MPHOIMKEHUEM B KIIACCH-
YECKOM PEHTIeHOCTPYKTYPHOM aHallM3e, HEPEIKO HapyLIAeTCsl MPH Tepexo/e OT KPHCTAJLIOB
WIM KPYTTHOKPUCTAJUIMYECKUX BEUIECTB K peaibHbIM MaTtepuasiaM. OCHOBHBIMU HapyIICHUSIMU
Mojienu ABJSOTCS (1) KOHEYHOCTh pa3MepoB 00JacTel KOTePEHTHOTO paccesiHUs, CBsI3aHHAs C
UX COOCTBEHHBIMU MaJIbIM Pa3MepoM (HampuMmep, B CPOCTKAX) WM (GU3UYECKUM pa3MEepPOM KpH-
cTajuiuTa (HAaHOYACTHUIIbI), (2) MEpUOANMYHOCTh B PACIOJIOKEHUU aTOMOB, KOTOpasi HCKaXaeTcs
HaJau4reM Je(eKTOB 000N pa3sMEPHOCTH (TOUEUYHBIX, IMHEUHBIX, IBYMEPHBIX, TPEXMEPHBIX) U
(3) oTcyTCcTBHE TPAHCIAIMOHHONW CHMMETPUH, XapaKTEPHOE Il HEKpUCTaIorpadudecKux
dbopM KpHCTaNIUTOB (HampUMep, HAHOYACTHIIBI METAJIOB C T.IL.K. pemeTkoi). Kaxapri uz atux
3¢ (HEeKTOB MPUBOIUT K UCKAKEHHUIO MTUKOB HA NUdpakTorpaMme. Y CIIOBHO 3TH UCKAKEHUS MOXK-

HO pasAC/INTh Ha ABa TUIIA:

1) u3MeHeHue GOpMbI — YIIMPEHHUE JTUHUN (KaK M30TPOIHOE, TAK M aHU30TPOIHOE), CBSI3aHHOE
C MaJIOCTBIO 00JIaCTe KOTePEeHTHOIO0 pacCcesiHusl, UM MOSBICHUE aCUMMETPUU THKOB, BbI-
3BaHHOM, K IPUMEPY, CErperaiyeil o CocTaBy WK HATMYKAEM 1e(DEeKTOB YIIaKOBKH;

2) W3MEHEHHE MHTEHCUBHOCTHU (HE CBSI3aHHOE C MPEUMYILECTBEHHON OpHEeHTaluel KpUCTallu-
TOB - TEKCTYPOM) — COOCTBEHHO U3MEHEHUE MHTEHCUBHOCTH OTIENIbHBIX pe(dIeKCcoB (BIUIOTh
710 UX MOJHOT'O MCUE3HOBEHHS), KOTOPOE MOXKET OBITh CBSI3aHO C TYpOOCTPATHBIM HCKa)ke-
HUEM, WIH TOSBIICHHE HOBBIX MMUKOB, OOYCIIOBICHHOE HAJIMYMEM aHTHU(A3HBIX TPAHUIl WIN

3HAYUTEILHON KOHIIEHTPAIUH JIE(PEKTOB yIIaKOBKH.

* BblunTaHHE MHCTPYMEHTAIBHON IIHPUHBI IPUMEHSIOT B (JEHOMEHOJIOTHUECKHX MOAX0aX. B paMKkax MoIeIbHBIX
MIOJIXOJIOB HCIIOJNIB3YIOT O0Jiee CIOXKHYIO MPOLEAYpPY, OCHOBAaHHYIO Ha (haKTe TOr0, YTO HKCIIEPUMEHTAIBHO M3Me-
psieMasi TudpaKTorpamma SBISIETCS CBEPTKOM TPEX HE3aBUCHMBIX BKIAZOB: (1) crieKTpanbHOTO BKJaJa MCTOYHHKA
M3Iy4eHUs, (2) HHCTPYMEHTAIBHOTO U (3) OTpaXkaromlero pearbHyl CTPYKTYPY M3ydaeMoro BemiecTBa (Ie()eKThI)
[22].
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Bri6op MeTona aHamm3a MUKPOCTPYKTYPBI, KaK MPaBUII0, O0YCIIOBIICH TeM, Kakue nedek-
Thl TIpeobnagaroT B o0pa3lie U KaKoro poja aHanu3 Tpedyercs MpoBecTH (MEpBUYHBIA aHATU3
WM MaKCHMAaJIbHO BO3MOXHOE M0 TOYHOCTH MOJAEIUPOBaHNE AEPEKTHOU CTPYKTYPHI).

B nHacrosimee Bpemsi CymIeCTBYET MHOTO METOJIOB aHAIM3a MHKPOCTPYKTYPBI, & TaKkKe
croco0oB ux knaccudukaruu. Camoil mpocTol KiIacCu(pUKAIMEH SBIICTCS Pa3feieHHe 1o MO/I-

XO04aM K OITMCaHHUKO MUKPOCTPYKTYPbI, 4 UMCHHO:

1) tpagummonHbIe ((HEeHOMEHOIOTHYECKHE) MOAXOAbI, Takue kak (opmyna Ileppepa,
MOCTpOeHUE Y WIIbsIMCOHA-XO0JIJ1a;
2) MoJeNnbHbIE MOAXOMbI, TAKUe KaK MOJEIHPOBAaHUE MPHU Momollu ypaBHeHHs [lebast

(Debye Function Analysis) i meron Whole Powder Pattern Modelling (WPPM).

B TpamumuoHHBIX METONaX aHaju3a CTPYKTypHash WHPOpMAIUs U3BIEKACTCS M3 OTKIIO-
HEHUH MUPUHBI AUPPAKIMOHHBIX MMKOB OT MHCTPYMEHTAIbHBIX 3HadeHui. Takas nHpopmanus
MOJKEeT OBITh M3BJICUEHA KaK M3 €IMHCTBEHHOro nuka (single line methods), Tak u u3 Bceil au-
¢dpaxrorpammel (full-profile methods). Mudopmanuio misi aHanm3a MOXXHO H3BJICKATh JTHOO B
BH/JIC TTOJTYIIMPUH MTUKOB U WX TOJIOKEeHHH [ 16], mubo mpeacTaBieHrnemM TupakiinoHHOTO KA B
BUJIe psina Dypbe ¢ MOCISAYIOMMM aHaau3oM KoddduireHToB pasnoxenus [17]. B Hactosmee
BpeMs BCE STU METOJIbl, KaK MPaBUJIO, UCMONIB3YIOTCS JIJIsl HKCIIPEcCc-aHaIM3a B CBSI3U C PSAOM
3HAYUTENIBHBIX MOJICTTEHBIX YIIPOILICHHIA.

CamBIM TPOCTBIM BapuUaHTOM (PEHOMEHOJIOTUYECKOTO aHAIM3a SBISIETCS OAHOIapameT-

pUYECKHIA pacyeT TMpu OMOIIHN
[TpsiMOyTOJIBHHK

¢dopmynsl Ileppepa nim dopmysibi TOI 3Ke TUTOLIAH

Crokca-Yuicona. B nepom cityuae
paccUMThIBacTCS pasMep 00JacTH
KOrepeHTHoro paccesHust (D aid
MOHOJIUCTIEPCHON CUCTEMBI U <D>y [Tpoduns

. JIUHHUH
JUTSE TIONUANCIIEPCHOM), T.€. pa3mep /

6e3nedexTHOl 007acTH, HA KOTOPOM

BO3MOXHO KOI'€PCHTHOC pPACCECAHHNC I

NakeTa PpECHTICHOBCKOI'O MU3JIYyUCHU:.
| MuTerpanbhas |
Bo BTOpoM paccuuThiBaeTCs mnapa- LIMpHHA
METp, Ha3LIBAEMBIU MUKpPOHAIPsIKE- Pucynok IIS. K onpenejieHH10 MHTErpaJbHOM HIUPHHBI.
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HHUEM &, OTPAKAIONIMN HAJMYUE PACIIpeesICHHs BEIUYHH TTapaMeTpa dJIEMEHTApHOH sSYeHKU OT-
HOCHUTEJILHO PABHOBECHOT'O 3HAYCHHMS.

Jla mpoBeneHus pacdera Mo 3TUM JIBYyM ¢GopMyliaM HeOOXOIMMO 3HATh HMIMPUHY U TIO-
JI0XKeHue TUPPAKIIMOHHOTO MUKA (MM HECKOJIBKUX MHUKOB). J[JIs1 OIIEHKU MIMPUHBI TUKOB OOBIY-
HO HCIIONIB3YIOT JBE XapaKTEPUCTUKU — MOMYIIHPHUHY (T.€. IMUPUHY THKA TPHU MOJOBUHE WHTECH-
CHBHOCTH OT MaKCHMMyMa), KOTOPYI TpamuiinoHHO o3HadaroT FWHM (Full-Width-at-Half-
Maximum), ¥ UHTETpaJbHY0 HIMPHHY (OTHOIIEHUE IJIOLIAU MHUKA K €ro BhICOTE), 0003Havae-
MYIO B JIUTE€paType rpeueckoit OykBoii S. [lepBas xapakTeprcTUKa SBISETCS Ka4eCTBEHHOM, T0-
CKOJIbKY HE MMEET OJHO3HAUYHOTO (PU3NYECKOTO CMBICTA U CIYXKHT JJISi CPABHUTEIBHON OLIEHKU
IIMPUH JIMHUN pa3HbIX oOpa3noB. Bropas xapakrepucThka HEMOCPEACTBEHHO HCIONb3YeTCs B
pacuerax. Ha Puc. 15 mpuBenena wusutroctpaiusi, mokasbiBaromas AU(PPAKIMOHHBIA MUK U
MIPUHIIUIL OTIPEICIICHUS €T0 HHTETPATBLHOM ITUPUHBI.

[IprunHO NOSBIEHUS HA PEHTTEHOTPaMME YIIUPEHUH, CBSI3aHHBIX C MAJIOCTBIO pa3smMepa
JIOMEHa, SBJIIETCS TO, YTO KOT/Ia pa3Mep ITUX 00JacTeil CTAaHOBUTCS KOHEYHBIM, TU(parupoBaH-
Hasi UHTEHCUBHOCTH OO0JIbIlIE HE CXOAUTCSA B TOUCYHOM y3Jie 0OpaTHOTO MPOCTPAHCTBA (HapyIe-
HHUE MOJIENIN UJIeaIbHOTO KpUCTajia). BMecTo aToro y3en pa3mbIBaeTcs, U ero pasmep u gopma
CBSI3aHBI C pa3MepoM H (HOpMoii JoMeHa.

B cootBercTBUU ¢ popmymnoii [lleppepa st MOHOAMCIIEPCHONW CHUCTEMBI YacCTHI[ MHTE-
rpajpHasl MKUpPUHA JTUHUM, CBSI3aHHAS C MajbM pa3MepoM 00JacTH KOT€PEHTHOTO paccesiHUs,

onpenensiercs kak [18]:

P (i)
B Dcos@

¥, onpenensiemast dop-

riae Kg — koncranra Llleppepa i pacyera ¢ HHTErpaabHbIMU MIMPUHAMHU
MOM JIOMEHa, A — JUIMHA BOJIHBI MCIIOJIb3YEMOI0 U3IyUYeHHUs, f§ — MHTETpajibHas IIUPUHA MUKa (B
pamuanax) u 6 — qudpaxnponHsiit yroiu. [Ipu momomy 3Toit GopMyITbl pacCUUTHIBAETCS pa3Mep
00JIaCTH KOTE€PEHTHOTO pAaccesHUs B HaNpaBJICHWH, NapajuleIbHOM BeKTOpy audpakmuu. Ha
IPaKTUKE Yallle BCTPEUAIOTCS MOJUAUCIEPCHBIE CUCTEMBI C paclpeieIeHeM YacTHUIl 110 pa3me-
pam, 1 Kk HUM (popmyna Llleppepa MokeT ObITH MPUMEHEHA TOJIBKO C HEKOTOPBIMU OTOBOPKaMH.

Jis monmamcniepcHoi cuctemsl yactull hopmyna Llleppepa 3amuceiBaeTcst CleayOnM o0pa-

3oM [19]:

¥ Bri6op xoncrant Illeppepa s pacuéra 3aBHCHT OT TOTrO, KAKHE MMEHHO IapaMeTphl IIHKOB HCIIOIb3YIOTCS s
OIIeHKH MpHH. bojee moapoOHO BOmpoc CBSA3M KOHCTAHT U IMapaMeTpoB pa3obpaH B [18].
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p= (D), cos®
M4
(D), = KM,

M, = j D'g(D)dD

(1112)

(I113)

(T114)

rae <D>p — pa3Mep 00JIaCTH KOTE€PEHTHOTO paccesHus, yCpeIHEHHBIH o0 00beMy, M; — i-blii

MOMEHT pa3MEpHOro pacrpezaenenus, g(D) — GyHKIMs MIIOTHOCTA BeposTHOCTH. V3 mpuBeneH-

HBIX BbIIIE (POPMYJI ClIeAyeT, YTO paccuuTaHHbIi o ¢gopmyie Hleppepa cpeanuit pazmep uac-

THUIL[ MOXET COBIACTh CO CPEHUM Pa3MEpPOM, OINPEAEIEHHBIM IPU MOMOIIY MUKPOCKOIIMYECKUX

METOIOB, TOJILKO €CIIM paclpe/ielieHue MpeICcTaBisieT coboil nenpra-gpynkiuo. OqHaKko s He

CJIMIIKOM IIUPOKUX pacrpee-
nenuit pazmep no lleppepy Oy-
JneT OMU30K K MeIuaHe CpeHe-
MaccoBoro pacmpeneneaus. He-
00XOMMOCTb CpPaBHECHHsSI MMEH-
HO CO CpeTHEMacCOBBIM pacripe-
JICTICHUEM BBITEKACT M3 OIpeJie-
JICHUSI WMHTETPAIbHON I[IMPHHBIL
Ecmu  paccmarpuBaTh IMIMpHHY
y3ma obpaTHoi pemeTkn 5, To

no onpezaenenuto [20]:

+ _ fPcost
o A

(,B* )*1 = <D>V :%J‘;Udedde

rae V — oobeM moMmena, a 7 — ero

TOJIIIMHA B HAIIPpaBJICHUN BCKTO-

(a)

N

N

€ A=,
N

W

/ \\ / \\ ../ \\ /

<~

el

AN

N

AN

e

Pucynok I16. BimsinMe HCKa’KeHUH pelIeTKM HA IOJIOKEHHe M

¢opmy nudppakuuoHHoro makcumyma. (a) — B 0TcyTCTBng_1[41c@1me-

Huii, (b) — ocTaTOYHbIEe HANPSIKEHUS, (€) - MUKpPOHaNpsixeHus, (d)

— OAHOBPEMEHHO€ NMPUCYTCTBHE OCTATOYHBIX Haﬂpﬂ)l(e]—[l/lﬁ H MHUK-

poHanpskennii [19].

pa nmudpakmuu. B aToM ciydae BBIYMCICHHBIA pa3Mep HA3bIBAIOT KaXylIuMcs (apparent size),

IMMOCKOJIBKY HpHMOHHHeﬁHaH HUHTCpIIpETAlNA €TO (I)I/I3I/IIICCKOFO CMbBICJIa HEC BCCraa BO3MOJKHA.

HpI/I‘-II/IHa 9TOI'0 3aKJIF04YacTCsa B TOM, YTO HOHy‘lCHHBIﬁ pasMep HE CBA3aH C OCHOBHBIMHW MOMCH-
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TaMU pa3MEpPHOrO paclpeiesieHusl - MeAMaHo (IepBbIi MOMEHT) U AMCIIepcHeil (BTOpoil Mo-
MEHT).

Jpyroii mpuYMHON YUIMPEHHUs MUKOB, HE CBSA3aHHOHN ¢ pa3MepHbIM 3(ddexToM, sBisieTcs
HaJIM4Me MUKPOHAMPSHKEHUH (Ha camMoM Jeie MHUKpoaeopMaIfiil) — JOKAIbHBIX HCKaKCHUN
PELIETKH, MPUBOASIIMX K MMOSBICHUIO HEOJHOPOHBIX MOJIEH yrpyrux HanpspkeHui. [losiBienue
TaKMX TOJIEH CBSI3aHO C HaJMYMEM OINpeAeNIEHHBIX THUIOB Je(PEKTOB, OAHAKO JUIsl pacdera Mo
dopmyne Ctokca-YuicoHa 3HaHUE O Tpupojie 3Tux naedekToB HeoOs3arenbHo. Kak ciencreue
paccunThiBaeMas BeJIMUYMHA & Oe3pa3MepHa U, Kak MPaBUII0, HE UMEET YETKO OIpeIeIeHHOro (hu-
3uyeckoro cmbicia. Ha Puc. 116 npuBenena wuitocTpanus ciydaeB (a) OTCYTCTBHSI UCKa)KEHUMN
pemieTky, (b) HaMMYMS OCTATOYHBIX HAMPSHKEHUM (CMEIeHHEe TTHKA), (C) HaTWIusl MUKpOHAIpsI-
xeHui (ymmpenue nuka) u (d) cMemanHbli ciy4daii (0THOBPEMEHHOE YIIMPEHUE U CIIBUT MHKA).

[To ananoruu ¢ ¢popmy:noit Llleppepa, uHTerpaibHas MWUpUHA JTUHUM, ONpeesieMas MUK-

pOHANpPSKEHUSIMU, 3anKcbiBaeTCs Kak [21]:

f=4ctanf, (I117)

rZie &€ — MaKCUMalbHast MEKpoaedopmaryst (maximum microstrain). CTOUT OTMETHTH, YTO B 00-
IIEM CiTydae BEJIMYMHA &, €CJIM OHA CBSI3aHA C HAJIWYHMEM JHCIOKAIMi B 00beMe o0pasma, sSBIs-
€TCsl TEH30PHOH, 3aBHUCSIIEH OT MOyJIeH yIpyroi *ecTKOCTH Kpuctamia. Hanpumep, amst kyou-
YEeCKOM CMHTOHMHU 3aBUCHMOCTD € OT KPUCTAJUIOrpauyecKoro HarpaBieHHUs B KPUCTAILIE 3aIlH-

ChIBaeTCA CeayIonmm oopazom [19,21]:

&’ =A+BH (I118)
272 2712 2712

b KPR+ Rk (119)
(h+ k2 + 1)

rne A u B — KOHCTaHThI, pacCYMThIBAEMbIC M3 3HAUEHUH YIIPYTUX MOIYJeH KpucTtamia, a h, k u [
— MHJEKCh Muiepa.

EcrecTBeHHOI KOMOMHamueld ABYX YHMOMSHYTHIX BbIIIE (OPMYJI CTaloO IOCTPOCHHUE
VYunbsaMcoHna-Xomna — JAByXNapaMmeTpudeckas MOeNb, MO3BOJISIONIAs OJHOBPEMEHHO BbIUHMC-
JHTH pazMep 0071acTH KOTEPEHTHOTO pacCesHUs U MaKCHUMalIbHYI0 MHUKpoJedopmanuio. B pam-
Kax 3TOTO IMMOAX0/a MPEaNoIaraeTcs, 4To YUIMPEHHs, CBSI3aHHBIE C MaJIbIM pa3MEpoOM JOMEHA U

HanuyueM Mukponaedopmanumii, cymmupyrorca. Eciau nmpeanonoxuTh, YTO Kak «pa3MEpHBII,
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TaKk U «IeQOpMalMOHHBIN» Au(pakimoHHble Mpoduin onuckiBatoTes ¢yHkuen Jlopenma, To

3 dexTh OyayT CKIabIBATHCS CIAEAYIONIMM oOpa3om [19]:

[ = ﬁ+ 2ed (I120)
Vv
d*=2s11n49 (21

* k
rae f — WUpuHa y37Ja B 0OpaTHOM HPOCTPAHCTBE, a d — PacCTOSHUE OT Hayalla KOOpAWHAT B
oOpatHOM mpocTpancTBe. Ecnu ke 06a mpoduiis MOTYT ObITh anmpoKCHUMHUPOBAHBI (PyHKITHEH

["aycca, To cymMupoBatbes OyIyT KBaJpaThl MHAUBHUYAIbHbBIX BKIa10B [19]:

(8 ~ Dl +(20d’) (m22)

OO0b19HO 17151 TIpoCTOTHI TpeAnonaraoT JloperueBy dopmy npodunein. Kak cnemyer u3
3aMECAHHBIX (OPMYII, TIPH TIPOBEICHHH MOCTPOCHUH Y HTbsMCOHA-XO0ITa (T.¢. 3aBHCHMOCTH f3
or d’) HaK/IOH JTHHEK OyeT 1aBaTh BETHUMHY 2¢, @ IEPECEUCHHE C OCHI0 OPIMHAT — BEIHUHHY,
00paTHyIO KaxyIlemycs pasmepy <D>p. Y TaHHOTO MOAXO0JIA €CTh PsiJl CYIIECTBEHHBIX METOIH-
YECKUX HeAoCcTaTKOB. CaabbIM MECTOM ATOrO METOAA SIBJISETCS MPEIIOI0KEHNE 00 aAIuTUBHO-
CTH BKJIQJIOB pa3MepHOro u nedopmManinoHHOTO 3P PEeKTOB, 4YTO MPOTUBOPEUHUT PEATBHON CUTYa-
muu. Ha camom niene nudpakrorpamma siBiasieTcst NpogyKToM cBEPTKH Dypbe-00pa3oB MHIUBH-
JyaJdbHbIX KOMIOHEHTOB [19,22]. Jlunuu Ha nudpakrorpaMmax oueHb PEIKO MOTYT OBITh OIU-
canbl pyHkuusmu Jlopenna uinu [aycca. [Ipeanonoxenue o popme TUHUU SBISETCA 3HAYUTEIb-
HbIM yrpouieHueM. [lo 3TuM npudynHaM noctpoeHue YHUIbIMCOHa-XO0JJla CTOUT HCIOJIb30BaTh
TOJIbKO KaK CPEJICTBO MEPBUYHON OLIEHKH CHUTYyalluH, JIMOO Ul CpaBHEHUs 00pa3lOB B CEpHUM.
Bonee nonpo6HO 00 3THX M HEKOTOPBIX JPYIMX METOJaX aHajiu3a MUKPOCTPYKTYpPBI IIPH MOMO-
II1 PEHTTEHOBCKHUX JAHHBIX MOXHO MPOYUTATh B KHUTAX [14,19,23,24]

[Tpu npoBeneHny MONHONPO(UIHHOTO aHAIM3a O KaYECTBE TMOCTPOCHUS MOJETH CYHIST
NyTEM CPaBHEHUS SKCIIEPUMEHTAILHOW PEHTT€HOIPaMMBbl C pacCUMTaHHOU. [l OLeHKH coBHa-
JICHUS 3TUX JBYX PEHTT€HOI'PAaMM HCHOJB3YIOT CTATHUCTUYECKUE KPUTEPUHU J10CTOBEpHOCTH. B

KIIACCUYCCKOM PCHTICHOCTPYKTYPHOM QAHAJIN3C HUCHOJB3YCTCA 3HAUUTCIIBHOC YHUCIO PAa3HBIX
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sk
KPUTEPUEB, HO JUISI MUKPOCTPYKTYPHOI'O aHAJIN3a MPEACTABIAIOT HHTEPEC TOJBKO TPU U3 HUX,
a UMEHHO R,,, (cpeaHeB3BelIeHHbIH npoduibHblil R-pakrop), R., (0xkugaemsiit R-pakTop) n P

(GoF, Goodness-of-Fit). Ouu onpenenstorcs kak [15,25]:

2
z Wi (]paw,i - Irtaﬁrl,i )
_ i

R, = (T123)

wp 2
z M/ilpacq,i
i

(I124)

(1125)

I/ W; - BECOBOM MHOXXUTEJb, N - KOJIMYECTBO TOUYEK Ha peHTreHorpamMme. OOBIMHO XOPOIIUM

CUMTACTCA ONHKCAHKUE CO 3HaYeHUAMU Ry,<4%, 1<GoF<2.

I13. Mukpockonus

[ToBepXHOCTB IEKTPOOCAKAEHHOTO MAIIaANs, KaK MPAaBUII0, HEOTHOPOIHA, TIOATOMY €€
BU3yaJIM3alysl TOJBKO MPHU MOMOIIM MHUKPOCKOIIMYECKHUX METOJ0B BBICOKOTO Pa3pellieHus (HM),
XapaKTepU3yIIuXcs HEOOJIbIINM pa3MepoM I0JIsi CKAaHMPOBAHUS, MOKET MPUBECTH K MOTEpe
MHPOPMALIMU U TIOJTYUYCHHUIO HEXapaKTEPUCTHUHBIX M300paxeHuid. [lo sToii nmpuuuHe mccueno-
BaHHE MMOBEPXHOCTH, KaK MPABUIIO, TPOBOJIAT B JIBa dTaIla.

Ha nmepBoM 3Tame NmoBEpXHOCTb HCCIENYETCSl C HEBBICOKUM pa3pelleHueM (MUKPOHBI)
JUIS BBISBJICHUS PENPE3CHTATHBHBIX YYaCTKOB. DTO MOXKHO CJeJaTh MpU MOMOIIM, HAIPUMED,
CKaHHUPYIOIIETo (PacTpoBOr0) 3JIEKTPOHHOIO MHUKPOCKONA (B AaHIVIOSN3BIYHOW JIMTEpaType —
Scanning Electron Microscope, SEM). B Takix MUKpOCKOMax MOBEPXHOCTh 00pa3na GoMOapau-
pyercsi My4yKOM O3JIEKTPOHOB, @ BO3HUKAIOUIME TPU ATOM BTOPUYHBIC H3IyYeHUsS (BTOpHUYHAS
IMHCCHUS DIEKTPOHOB, OXe-JIEKTPOHHAsI SMUCCUS U AP.) PETUCTPUPYIOTCS Pa3IMUHBIMU JI€TEK-
TOpaMH M MpeoOpa3yroTCs B CUTHAJBI, cojiepkKaliie HHPOpMaLuo 0 MOPHOIOrHH MOBEPXHOCTH
U JIOKaJTbHOM COCTaBe 00pasiia.

Ha BTOpOM 3Tame penpe3eHTaTHBHBIE YYaCTKH HCCIEIYIOTCS C BBICOKHM pa3perieHHeM

(am). st 9TUX 11e7Iel MOKET OBITh UCTIOJIb30BaH KaKON-IMO0 CKAaHUPYIONIUN 30HI0BBI MUKPO-

ok
DTO CBI3aHO C TEM, UYTO HHTCHCHUBHOCTSD ITHKAa B IIOJABJISIOIICM OOJIBILINHCTBE METOI0B MUKPOCTPYKTYPHOI'O aHa-
JIn3a HE ABJIACTCA pacC‘IHTBIBaCMOfI BEIIUYHUHOU
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ckor [26] (B aHTIIOA3BIYHON JUTepaType - Scanning Probe Microscope, SPM), mo3Bosnstonmii
HCCIIEIOBATh MOBEPXHOCTh 00pa3ia, He pazpymas e€. B ckaHupyromux 30HA0BbIX MUKPOCKOMIaX
UCCIIeIOBaHHE MUKpopenbeda MOBEPXHOCTH MPOBOJUTCS C MOMOIIBIO0 CHEIHATIbHBIM 00pa3oM
NPUTOTOBJICHHBIX 30HAOB B BHJE UrJ. Pabouas yacTh Takux 30HIIOB (OCTpUE) UMEET pa3Mephl
MOpS/IKA JIECSATH HAHOMETPOB. XapaKTEPHOE PACCTOSHUE MEXIY 30HIOM M MOBEPXHOCTHIO 00-
pasioB B 30HIOBBIX MUKpockomnax coctasisieT 0.1 — 1 aM. B ocHOBe pabOThI 30HIOBBIX MUKPO-
CKOIOB JIeXKaT pazNMUYHbIC THUIBI B3aUMOACHCTBUS 30HJA C MOBEPXHOCThIO. Tak, paboTa TyH-
HEJILHOTO MUKPOCKOMA (B aHTJIOSI3BIYHOM JuTeparype - Scanning Tunneling Microscope, STM)
OCHOBaHA Ha SIBIICHUH MPOTEKAHMs TYHHEIBHOTO TOKAa MEXAY METAJUIMYECKON HIIION W TPOBO-
JSIIMM 00pas3IioM; CUJIOBOE B3aMMOJICHCTBHUE JIEKUT B OCHOBE pabOThl aTOMHO-CHUJIOBOIO MHUK-
pockomna (B aHIIoA3bIYHOM uTepatype — Atomic Force Microscope, AFM). Emé onaum Muxpo-
CKOTMYECKHM METOJIOM BBICOKOTO Pa3pelICHUs SBISETCS TPAHCMUCCHOHHAS (IIPOCBEUMBAIOIIAS)
AJIEKTPOHHAsT MUKpOcKomnus [27] (Ha3BaHHE COOTBETCTBYIOIIETO MUKPOCKOIA B AHTJIOS3BIYHON
muteparype - Transmission Electron Microscope, TEM). OgHako 1y1st HCIIOJIB30BAHUS 3TOTO Me-
TO/a HEOOXOAMMO MEXAaHUYECKH OTIEIHUTh JJIEKTPOOCAXKIEHHBIM Malaauil OT MOAJIOXKKH. B
3TOM MeTone obpaszell 6oMOapIupyeTcsi MyYKOM DJIEKTPOHOB BBICOKOW SHEPTUU. DIEKTPOHBI,
OTKJIOHEHHBIE aTOMaMH 00pa3iia Ha MaJble YIJIbl M MPOIIENINE CKBO3b 00pasell ¢ HeOOIbITUMH
SHEPreTUUYECKUMH MOTEPSMH, PO Yepe3 CUCTEMY MArHUTHBIX JIMH3, (POPMUPYIOT Ha JIFOMHU-
HECIIEHTHOM 3KpaHe HM300pakeHue. AHAIM3HUPYS 3TO M300paKeHHWEe, MOYKHO IMOIYYNUTh UHGPOP-
MaIUIo0 HEe TOJIBKO O MOp(OJIOTHH, HO M O BHYTPEHHEU CTpyKType oOpasma. Takum oOpaszom,
SPM u TEM naroT ka4yecTBEHHO Pa3Nn4Hyl0 MH(OpMAIHIO 00 00BEKTEe UCCIEAOBAHMS U YACTO
MIPUMEHSIOTCSI COBMECTHO.

[TonpoOHO 000 BCcex OMUCAHHBIX MUKPOCKOMMUYECKHX METOAAaX MCCIEIOBAaHUS MOMXHO

MIPOYMUTATh B KHUrE [28].
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