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VIK 681.785.553/557

ITPOBEPKA AJEKBATHOCTHU CTPYKTYPHbIX ITAPAMETPOB,
MOJYYEHHBIX HA PEHITEHOBCKOM JU®PAKTOMETPE JIU®PEN»

© 9. JI. Ozunsurypu', E. H. Cunoposa', C. H. Apxunos’

Cmamusa nocmynuna 24 uiona 2012 e.

PaccunTanbl HCTHHHBIE (HH3UYECKUE YIIUPEHHs B PEHTTCHOBCKUX MAKCUMyMOB MHTEHCHBHOCTH, CHSI-
ThIX Ha audpakromerpe «Judppeii». [IpoBeneHo cpapHeHue BenmunHbI 3 1 pazmepoB OKP ¢ ananormy-
HBIMH [IapaMeTpaMH, MOTy4eHHbIMH Ha audpakromerpe Rigaku, 1 1aHHBIMU 371€KTPOHHON MUKPOCKO-
nnu. McceneoBanust mokasanu afieKBaTHOCTb CTPYKTYPHBIX IIapaMETPOB, PACCUUTAHHBIX U3 PEHTT€HOB-
CKHX MaKCHMyMOB HHTEHCHBHOCTH, CHATHIX Ha Judpakxromerpax «dudpein» u Rigaku, u ux coorser-
CTBHE (PU3HUECKOMY COCTOSHHUIO UCCIIEAYEMOI0 MaTepualia.

KiroueBble cj10Ba: peHTICHOBCKHIA qU(PAKTOMETD; HCTHHHOE (PU3HUECKOE YIIIMPEHHUE; 00IacTh Kore-

PEHTHOI'O pacCesHUs.

MeTonbl CTPYKTYPHO#H peHTTeHOTpapUH ITHPOKO HCITOIb-
3YIOTCSI B PA3JINYHBIX 00JACTSX HAYKU JJISI U3y4EHUs TOH-

! HauuoHanbHEIH MCCIIeI0BaTeNbCKHi TEXHONOTHYECKUH YHUBEP-
curet «MUCuC», Mockga, Poccust; e-mail: avrore@gmail.com
2 3A0 «Hayunbie npu6opei», Cankt-Iletep6ypr, Poccus.

KOH CTpyKTypsl MarepuanoB. OcoOeHHO BoCTpeOOBaH-
HBIM PEHTICHOCTPYKTYPHBIH aHajM3 CTal B CBSI3H C aK-
THBHBIM HCCJIEZIOBAHHEM HaHOMATepPHAJIOB.

MukpoHanpspKeHus, Majasi BeITUYMHa o0JacTed Ko-
repeaTHoro paccesHus (OKP), a Takxke Hanmuuue B Kpu-
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Puc. 1. MainoyrioBsle MaKCUMyMBl HHTCHCUBHOCTH HaHOIIOPOIII-
xoB Fe; Ni; Co; Hf u Pt — Ru, nomyueHHbpIe Ha PEHTTCHOBCKUX M-
(pakromerpax Rigaku (a) u «Audpeii» (6)

CTayulaX Je(EeKTOB KPUCTAJUIMUECKOTO CTPOCHUS MpH-
BOJAT K YUIMPEHUIO SKCIIEpUMEHTaIbHbIX JuHUH. [1lupu-
Ha KaKJIOH PEHTTCHOBCKOIO MakCUMyma B COCTOUT U3
JIByX 9acTei: MHCTPYMEHTAIBHOTO (MU T€OMETPHUUIECKO-
T0) YIIHPEeHNUs b, 3aBUCSIIETO OT TEOMETPHH ChEMKH, pac-
XOIIMMOCTH Ty4Ka, pazmepa (okyca TpyOKH U JPYrux ma-
paMeTpoB HEHJEalbHOCTH HU3MEPHUTEIBHOr0 Mpubopa, u
¢u3ugeckoro ymupeHus B, ompeaeasieMoro (akTopamu
HECOBEPILEHCTBA CTPYKTYPHI, T.€. JUCIIEPCHOCTHIO, MHUK-
pOUCKaKeHUsAMH, JAedexkramMu ynakoBKd. KoppekTHoe
ornpenesneHre B 1aeT BO3MOKHOCTh MPaBUIBHOTO BbIYKC-
neHus pasMepoB u pacnpenenenus OKP, BennunHbl MUK-
POUCKAKEHUH pEILeTKH, XapakTepa paclpeaeieHus Hu
TUIOTHOCTH TUCIIOKAIIUH.

OnHako BBIJEICHUE UCTUHHOIO (PU3MYECKOrO YIIH-
peHHs U3 o0LIeH MUPUHBI PEHTTEHOBCKOM JIMHUY SIBJISET-
s IPEU3UOHHON U JJOBOJILHO TPyJOEeMKOH 3anaueil. ITpu
5TOM OOBEKTHUBHBIX KPpUTCPUCB OLCHKU HWCTUHHOCTU
paccunTaHHON BENMYMHBI [3 HE CYIIECTBYET, HAIpUMep,
B CIIydae M3MEPCHUS MEePHOJia PEIICTKH MOKHO CPaBHUTD
IMOJIYy4YCHHBIC NAHHBIC C TaONMYHBIMY 3HaYeHusIMU. B Ta-
KOM Cy4ae HEOoOXOAWMO CpPaBHHBATh PE3YJABTaThl JKC-
TNCPUMCHTOB, IMOJYYCHHBIC Ha aHAJIOTMYHBIX HpI/I60an,
WJIN 3HAYCHUS OAHUX M TEX XKE q)HSI/I"ICCKI/IX BCIINYHH,

M3MEPEHHBIX HE3aBUCUMBIMU MeToiamu. Emie mydie,
€CJIM MMEETCSI BOBMOKHOCTh COMOCTABUTH U TE, U IPYTHE
pe3yIBTaThIL.

B cBsi3u ¢ 3TUM 1enb JAHHOTO HCCIEAOBAHUS — pac-
CUMTATh UCTHHHBIC (U3UYECKHE YITUPEHHUS PEHTICHOB-
CKHX MaKCHMyMOB MHTEHCHBHOCTH, CHATBHIX Ha audpax-
ToMeTpe «Jludpeit», 1 CpaBHUTH pe3ybTaThl C TaHHBIMH,
MOJTyYeHHBIMU Ha mudpakTomerpe Rigaku, a Takxe srex-
TPOHHOW MUKPOCKOITHEH.

B xadecTBe 0OBEKTOB HCCIEAOBAHUS BEIOPaHBI HAHO-
MOPOIITKK METAIUIOB C Pa3jIMYHBIMH KPHUCTAJUTMYECKIMH
pelieTkaMy, MOJYyYEHHbIE pa3HbIMU METOJAMHM, a TaKKe
OJIMH 00pa3ser] cruaBa.

Hanomnopomrku xenesa (OLK) u aukens (I'IK) nmomny-
YEHBI METOZOM XMMHUUYECKOTO JUCIIEPTUPOBAHMSI, KOTOPBII
3aKJII0YAETCS B OCAXIEHUHU IIPU KOMHATHOH TemIieparype
13 pacTBOPOB COJIEHM T'MAPOKCHIOB METAJUIOB U UX I1OCIIe-
JYIOLIEM BOCCTAHOBJIEHUHM IO METaJNIM4E€CKOIO COCTOS-
Hus nipu Temmneparype 450 °C st xenesa u 320 °C mnst
HUKeJIs B TedeHue 60 MUH.

Hanonopomoxk Co (I'LIK) momyden B cTpyidHOM 1m1a3-
MEHHOM pEeakTOpe IpH HCIOJIb30BAaHUU B Ka4eCTBE I'eHe-
paropa TepMUYECKOH IUIa3Mbl 3JIEKTPOLYTOBOIO IJIa3MO-
Tpona momrHOCThIO 20 kKBT. B kauectBe mimaszmooOpa3y-
IOLIEro raza MCIOJb30BaJIach a30TO-BOJOPOJHAS CMECH,
METaJUICOACPIKAIIETO CHIPhs — THAPOKCU KOOaIbTa.

Hanomnopomku ragpuus (I'TTY) Obutd moydeHsl Me-
TOJIOM MarHueTepMHYecKoro BoccraHosieHus. IIponecc
nipoBoamIics pu Temneparypax 820 °C B Teuenne 30 MuH
npu BBeAeHuu 120 % merauia-BOCCTaHOBHUTEISL.

Hanokommiozuter cuctembr C —Pt— Ru cunTe3upo-
BaHbl B ycioBusax MK-nuponuza mpekypcopa Ha OCHOBE
MOJMAKPUIOHUTPUIA U COCTUHEHUH METaJUIOB IUIaTHHO-
BOi1 rpynmsl. B 310l cucreme oOpasyercs cIiaB Ha OCHO-
Be I1atuHsl ¢ pemerkoit I'TK.

CTpyKTypHBIE UCCIIEI0BaHUSI IPOBOAMIMCH IPU KOM-
HaTHOM TemIeparype Ha PEHTTeHOBCKUX AudpakTo-
MmeTpax Rigaku Ha FeK,- u CuK -n3nyyeHuu B momiaro-
BOM pekume u «Jludpei» ¢ OmHOBpEeMEHHOH perucrpa-
Uel MMIYIbCOB B HMHTepBasie ymioB 55°. Ha oboux
npubopax (QOKyCHpOBKA OCYIIECTBISIACH II0 CXEMe
Bperra — bpentano. BennunHa MCTHHHOTO (HU3UYECKOTO
yIIUpeHus 3 ompenensiach AN Bcex 00pa3loB AByMs
HE3aBUCUMBIMU MeETOJaMH: ammpokcumanuu u Dypwe-
aHanuza [1,2]. B kauecTBe STanoHa A pacyeToB HC-
nonb3oBasiack Ha audpaxromerpe Rigaku ortoxxxeHHas
IUTACTHHA MeaH, Ha mudpaxromerpe «/ludpei» — mopo-
IIOK OKCHJIA AITFOMUHHSL.

ITo pesysnpraraM peHTTCHOCTPYKTYPHOTO aHAIHM3a Ha
OCHOBaHWM aHall3a YIIUPEeHUH AU(pPaKIUOHHBIX MPO-
(uneii OblT paccuMTaH CpeqHHIA pasMep oOyacTel Kore-
pentroro paccestaus (OKP) D,y 10 popmyne Censiko-
Ba — [lleppepa.

Jus ompeneneHuss cpegHUX pasMepoB yactull D,
o0pa3ipl OBUTM WCCIIEIOBAHBI METOJAMH  3JICKTPOHHOM
MHKpPOCKOIINU BBICOKOTO paszperreHust (BPOM) na npu-
o6ope EM-430ST (Philips, Tommanmusi), mpocBednBa-
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Ta6auua 1. Vctunnble pu3ndecKue yIupeHns 3 MAaKCHMYMOB HHTEHCHBHOCTH HAaHOIIOPOIIKOB METAJIIOB, CHATBHIX Ha PEHTTEHOBCKHX TH(-
paxromerpax Rigaku u «Iudpein»

Marepuain B, «udpeii», rpan B, Rigaku, rpax
HaHOMOPOIIKa MeToz anmpoKCHMAaIN Metox Dypbe-ananmsa MeTox anmpoKCHMAaIHN Meton Dypre-ananmsa
Fe 0,1969 0,2075 0,2129 0,2196
Ni 0,2785 0,2684 0,3029 0,3002
Co 0,1929 0,1815 — 0,1875
Hf 0,1929 0,2254 0,2183 0,2216
Pt—Ru 0,8804 0,8949 0,7928 0,8407

Tadmuua 2. Cpegnue pazmepsl yactul 1 OKP HaHOTIOpOIIKOB

Hamonopormok D,,, am Dpyeyr, BM
Fe 115 54
Ni 75 40
Co 92 63
Hf 80 51
Pt—Ru 6 14

IolIeM 3J1eKTpoHHOM MuKpockone (IT9M) EM-301 ¢up-
Mbl Philips U pacTpoBoil 3MEKTPOHHOW MHUKPOCKOIIHH
(PBOM) Ha nmpubdope Camscan.

Ha puc. 1 mpezacraBieHbl peHTTeHOTPAMMBI, IOJTY-
YCHHBIC HA PEHTICHOBCKUX audpakxTomerpax Rigaku u
«dndpein».

B Tabn. 1 mpuBemeHs! pe3ynbTaThl pacdeToB HCTHH-
HBIX (M3MYECKUX YIIMPEHUH MAaKCHMYMOB HHTCHCH-
HocTH. Kak BUIHO M3 MOJTYyYEHHBIX AHHBIX, 3HAYCHUS [3,
OTIpEZICTICHHBIC JUIS THKOB, CHATHIX Ha Pa3IHYHBIX -
(pakTOMETpax, XOPOIIO COBITAAAIOT.

B mpenpiaymux HCCIEIOBAaHMAX HPOBEACH pacdeT
pa3sMepoB UYACTHI[ IO MJAHHBIM 3JIEKTPOHHOM MHKpO-
cxkonuu U nomyuens! pazmepbl OKP, paccunranHble 10
UCTUHHBIM (PU3NYECKUM YIIHPEHUSIM MaKCHMyMOB HH-
TCHCHBHOCTH, CHATHIX Ha audpaktomerpe Rigaku. Pe-
3yJBTaThI PEICTABICHEI B Ta0M. 2.

W3 cpasuenuss BennuuH D, U Dy, CIEIYET, 4TO
Kaxas yactuia HanonopoikoB Fe, Ni, Co u Hf coctout
B cpenHeM u3 Heckonbkux OKP. JlanHbld pesynbrar
TpeOyeT MOATBEPKACHHS aJCKBAaTHOCTH pPEalTbHOMY CO-
CTOSIHUIO MaTepHaa.

Pasmeps! yacTuly onpeaensuIuch NpsMbIM METOIOM —
pacTpoBOl  3NEKTPOHHOW MUKpockomnued. [Iuamerpsl
OKP BbUUCISIIMCH M3 JAHHBIX PEHTI€HOBCKOW audpax-
TOMETPHH, YTO SBJISIETCS. KOCBEHHBIM OIIpEAEICHUEM
Pa3sMEpHBIX XapaKTEPUCTHK U HYXKIACTCs B MOATBEPXKe-
HHUHM TIPSIMBIM METOAOM. EQMHCTBEHHBIM CIOCOOOM OLieH-
k1 pasmepoB OKP npsiMbIM METOIOM SIBIISIETCS IEKTPOH-
Hasl MUKPOCKOIIHSI BBICOKOTO paspermeHus. [lanee mpuse-
nensl pesyasratel POM u BPOM wuccnemoBanus u ux
CpaBHEHHUE.

Ha puc.2,a npusenena POM-mukpodotorpadus
HAHOIIOPOIIIKAa JKejie3a. JTOT MaTrepuan umeeT (Gopmy
4acTHUll, OMU3KYI0 K CHEPUIECKOM, KOTOPhIE, COSNUHSSACH,
00pa3yioT MPOCTPAHCTBCHHBIC MOPHUCTHIE CTPYKTYPBL.
Kaxxnast yactuiia cBs3aHa ¢ HECKOJIBKHMH COCEASIMHU KOH-

N & lﬁ.‘ ’ﬁ_‘s
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Puc. 2. Mukpodotorpadpuu HanomopomikoB Fe: a, 6 — POM- u
BPOM-u300paskeHus! COOTBETCTBEHHO

TaKTHBIMH TepenIekaMu, 00pa3yIoTcs TaKkKe HeOOIbIIUe
IUTOTHBIE arperaTtbl. Pasmep BeliecTBa W MOp B HAHO-
HOPOIIKE IIPUMEPHO OJJMHAKOBBIH.

Kak BHJHO W3 3JEKTPOHHBIX MHKpodoTOrpaduit
BBICOKOTO paspenieHus (puc. 2, 6), B HAHOYACTUIAX JKe-
Je3a HaOJIOMaeTCs] MHOXKSCTBEHHOE JIBOMHUKOBAHUE, B
pe3ynpTaTe Yero 4YacTUIla CONEPXKHUT B ceOe HECKOJIBKO
o0acTeit KOTepEeHTHOTO PacCesTHHUS.

Ha puc. 3, a npeacrasiena POM-mukpodoTorpadus
HaHOIIOpOLIKa HHUKEJI. Kak BUOHO M3 PUCYHKA, OTACIIb-
HBIC YaCTHIBl MOPOIIKA MMCIOT HENPaBHIBHYIO (opMY,
OMM3KyI0 K chepudeckoii. YacTUIBI KOHTAKTHPYIOT IPYT C
Japyrom, obpasys arperarbl. IlociienHue UMEIOT pa3iny-
HbIE pa3Mepsl U, B CBOIO Ouepe/ib, COOpPaHbI B JOBOJIBHO
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Puc. 3. Mukpodororpapun Hanonopomika Ni, MoigyueHHbIE MPH
temneparype 320 °C

«PBIXJIYI0» MIPOCTPAHCTBEHHYIO CTPYKTYpY. Pasmeps! uac-
THUI] ¥ TIOp B MaTepuaje NPUMEPHO OINHAKOBBL.

HccnenoBanuss Ha 3JEKTPOHHOM MMKPOCKOIE BBI-
COKOro paspemieHust (puc. 3, 6) TMokKa3zaiu, 4YTO YaCTHU-
bl MMEIOT IJIOCKOCTH [JBOWHUKOBAaHUS, B pe3yJbrare
yacTula pa3OuBaeTcs Ha HECKOJIbKO 00iacTeil KorepeHT-
HOTO PacCestHHUs.

POM-mukpodororpaduss HaHOMOPOIIKA KOOAIbTa
npeacrasieHa Ha puc. 4, a. @opma HaHOYACTHUI] KOOAIbTa
6nmu3ka K cepuueckoil. YacTuibl coOpaHbl B LIETIOYKH U
HEIUIOTHBIe arperarbl. Kakaas yacTuia KOHTAKTUPYET C
HECKOJIBKUMH coceliiMU. B pe3ynbTare HUcClenoBaHUS
Marepuana Ha 3JIEKTPOHHOM MUKPOCKOIE BBICOKOTO pas-
pemieHus: OOHApy)KEHO, YTO Ha TMOBEPXHOCTH YaCTHI]
HaxoauTcsa amop(dHas miueHka (puc. 4, 6 ), UMeromas To-
ey 10 30 HM.

OOBIYHO B BUAE aMOP(HOHN MIEHKH HA MOBEPXHOCTH
HAHOYACTHUIl METAJIOB 00pa3yroTcs okeuabl. HesaBucumo
OT MPHUPOJABl JAHHOTO OOpa30BaHUS OHHM YBEIHYMBAIOT
pasMep 4acTHll, U3MEepeHHbIX 1o POM-MukpodoTorpadu-
sM. Pasmep OKP omnpenensiercs BeIMUNHON KpHUCTaJUIH-
yeckoi (asbl. [IpeanonoxurenbHo Ha puc. 4, 6 3T0 TeM-
HBIC 00nmacTu. 13 mogyd4eHHBIX pe3ylabTaToB CICIYeT, YTO
pasmepsl yactun 1 OKP B maHHOM 00pasiie TOKHBI 3Ha-
YUTETHHO Pa3Iu4aThCsl.

NONE 5 / 0100 um

Puc. 4. Mukpodotorpapuu Hanomnopomikos Co: a, 6 — POM- u
BPOM-u300paxeHns: COOTBETCTBEHHO

PesynbraTsl 31€KTPOHHO-MUKPOCKOIIMUYECKUX HCCIIe-
JOBaHHW HAHOIIOPOIIIKA TahHIS IPEACTABICHEI HA pHC. 5.
Kak mokaszano wusydenne POM-u3oOpaskeHHsS HAHOIO-
pormkoB radHuUs (puc. 5, @), MaTepHUaI COCTOUT U3 YaCTHII
IBYX (DpaKIHii: MEJIKOH U KPYITHOI ¢ pa3MepaMu COOTBET-
crBeHHO 80 m 500 uM. HaHo4yacTHIBI MeNKoW (pakiuu
HUMEIOT OTPaHKy, UX Gopma O1m3Ka K chepruuecKoi.

Mukpodotorpadun, MOTydeHHbIE Ha 3JIEKTPOHHOM
MHKpPOCKOIIE BBICOKOTO Pa3peIICHHMs, NMPEIACTABICHB Ha
puc. 5, 6. Pe3ynbTarel JAHHOTO UCCIICIOBAHMS MOKA3bIBa-
0T, YTO KPYMHBIC YAaCTHIBI HAHOCTPYKTYPHPOBAHEI, pa3-
Mep 3epeH B Hux cocTasisieT 40 — 50 am. Taknum oOpazom,
cpennuii pazmep OKP, onpeneneHHbIi METONOM peHTIre-
HOBCKOH JN(PaKTOMETPHH, COOTBETCTBYCT YaCTHUIAM Kak
MEJIKOM, TaK ¥ KPYIHOU (pakiuu Marepuaa.

Muxkpodororpadun odpazuos C — Pt — Ru npencras-
JIeHbI Ha puc. 6. MetauinyecKkue HaHOYAaCTHUIIBI pa3MEPOM
MeHee 10 HM UMEIOT OKpYIIYIo (hOpMY M MHKAIICYJIMPOBA-
HBI B MOJUMEpPHYIO Marpuily. Taxke Ha MHKpodoTOorpa-
(usx BCTpewaroTcs KpyIHHbIE TEMHbIE 00pa3oBaHUs pas-
Mepom nopsiaka 60 — 90 um. Haubosiee BeposTHO, YTO 3TO
arperaTbl YaCTHIl METAIINYECKON (ha3bl.

B nmamHOM o0Opasme pa3Mepsl YacTHI[ OKa3ajHCh
menbire BennauHel OKP, 9Tt0 (rsndyeckn HEBO3MOXKHO.
JlaHHBI pesynbrar 0OBSICHAETCS TeM, 4YTO IPH pacueTe
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Puc. 5. Mukpodotorpaduu arperatoB B HaAHOMOPOIIKax radHus:
a, 6 — POM- u BPOM-u300pakeHust COOTBETCTBEHHO

D,,, aHATM3UPOBAIIUCH TOJIBKO YACTHIIBI MEJIKOU (hPAKIIHH.
Kpymnple arperatsl He 00paOaTBHIBANCH, ITOCKOJIBKY
UICHTH(UIMPOBATH OTACIBHBIC YaCTUIIBI B HUX HE MPE-
CTaBJIAETCS BO3MOXKHBIM. IIpH pPEeHTreHOBCKUX HCCIIENO-
BaHMAX MH(OpPMAIMs aHAIM3HPYeTCs CO BCero oObema
Marepuaia, B TOM YHUCJIE U C KPYIHBIX yacTHL. Takum
00pa3oM, U3 COBOKYIHOCTH MOIYYEHHBIX JaHHBIX MOXXHO
3aKJIIOYUTh, YTO YaCTHULBI MEJIKOW (pakuuud MeTasllu-
yecko#t (ha3el HaHOMIOpOLIKOB C — Pt — Ru cocrost u3 ox-
Hoii OKP.

Takum 06pa3oM, TaHHbIC HIEKTPOHHOI MUKPOCKOIINU
MOATBEPKIAOT pe3ynbTarsl pacueroB OKP Bo Bcex uc-
CJIEJOBaHHBIX HAHOIOPOILIKaXx. B pe3ynbrare pacyeros
YCTaHOBJICHO, YTO 3HA4YC€HUA WCTHUHHOIO (bnmqecmro

HaHOKOMIIO3HUTa

Puc. 6. IIDM-mukpodororpapun
C-Pt—Ru

CUCTEMBI

YIIUPEHUS. PEHTTCHOBCKUX MAaKCUMyMOB MHTCHCUBHOCTH,
CHITBIX Ha audpakTomerpe «ludpeit», cooTBeTCTBYIOT
BEIMYUHE [JaHHON XapaKTEePUCTUKHU, IIOJyYE€HHOH Ha
nmudpaxromerpe Rigaku, n anexBaTHb (U3MUECKOMY CO-
CTOSHHIO HCCJIElyeMOr0 MaTepHuara.
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