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Onwncana METOJMKa PEHTIeHOrpapUIECcKOro MCCIIE0BaHUs TOHKUX CJIOEB C MCIOJIb30BAHUEM
MOHOKPHCTAJILHOTO I (pakToMeTpa, OCHAIIEHHOT0 MUKpO(hoKycHOU TpyOKoii. [TokazaHo, 4To
cion o-pranonmanuHa KobalbTa, HAHECEHHBIE METOIOM TEPMHUYECKOTO UCTIApEHHs B BAaKyyMe
Ha ITOJIMPOBAHHBIE TTOBEPXHOCTH TO/JIOKEK (CTEKIIO, KBapll), UMEIOT HJIECaTbHO OPHEHTHPO-
BaHHYIO MOJUKPUCTAIUIMYECKYIO CTPYKTYpy. Bce KpHCTanIuThl OpUEHTHUPOBAHBI IIOCKOCTBIO
(00/) Bnob MOBEpXHOCTH MOIIOKKH. [IpoBe/ieH aHaN3 CTPYKTYpHOI OpraHU3aliuy CIOEB.

DOI: 10.15372/JSC20160322

KnwuyeBble cJoBa: (rajonyaHud KoOanbTa, peHTreHorpaduyueckoe HCCIIeJOBaHHE
TOHKHUX TUICHOK.

B Hacrosiiee BpeMs GpTaonuaHuHbBl METALIOB, U (pranonuanuH kobanera (nanee CoPc) B wacr-
HOCTH, BBI3BIBAIOT IOBBIIICHHBI HHTEpEC, TaK KaK PacCMaTPUBAIOTCS B KaueCTBE MEPCHEKTHBHBIX
MaTepUaoOB [T MCIIONF30BAaHUS B PA3IMYHBIX DJIEKTPOHHBIX KOMITOHEHTAX, TAKMX KaK TOHKOTUICHOY-
HBbIE OpPraHMYECKHE JTHOJAbI M IMOoJieBble TpaH3ucTopbl [ 1—3 ], conHeunble Oatapeu [4, 5] u razoBble
ceHcopel [ 6—8 ]. Bo Bcex ykaszaHHBIX yctpoiicTBax oOpasubl CoPc mpencraBisitoT coOOW TOHKHE
cion (TMopsiika HECKOIBKUX JIECATKOB HAHOMETPOB), HAHECEHHBIE METOJaMH TEPMHYECKOTO HcTape-
HUS B BaKyyMe WJIH MOJIEKYJISIPHO-JIy4eBOM SMUTaKCUeH Ha MpeIBapUTeIbHO OTIIOJNPOBAHHBIE U MO~
TOTOBJICHHBIC MOJJIOXKKHU. PeHTrenoda3oBblil aHamm3 00pa3IoB TaKOW TOJIIHMHBI BO3MOXKEH: B TEOMET-
pun "ckonp3smero nydka” [ 9] Ha CHHXPOTPOHHOM HMCTOYHHUKE M3IY4YEHHs JUOO C MCIONb30BAHUEM
MOIIIHBIX PEHTI'€HOBCKUX TPYOOK ¢ Bpamiaromumcs aHojoM [ 10 ]. B pabote [ 11 | onmcana npouexypa
nccnenoBanus cinoeB CoPc tommuao# 100 HM Ha MOPOITKOBOM AUGPAKTOMETPE, OCHAIIICHHOM CIIe-
uanbHOM mpucTtaBkoil (ummHHBIE menn Comtepa 0,4°). B HacTosmied paboTe ommcaHa METOIHMKA
peHTreHorpauIecKoro MccliefloBaHusl TOHKMX cioeB CoPc Ha cepMifHOM MOHOKPHCTaNTMIECKOM
nudpaxToMeTpe, OCHAILICHHOM MUKPO(GOKYCHOH TpyOKoil n aByxkoopanHatHeiM CCD-neTekTopom.

Cunrte3 a-CoPc onmcan B padore [ 12 ]. ToHkue ciou ObLIH MOJTYYEHBI KOHJCHCAIMEH IapoB
CoPc¢ Ha MOIOXKKH B BakyyMe (BakyyMHast ycraHoBka BYII-5, Bakyym ~10~> MM pT. CT., HCTOYHHK —
kamepa Kuyncena, temmepatypa 450 °C). B kadecTBe MOIIOKEK HCTIOIL30BAN MTOJIMPOBAHHBIC TI0-
BEPXHOCTH U3 IUIABJICHOTO KBapIa: maider nuamerpom 20—30 MM U TOPIHI MUIUHAPOB JUAMETPOM
3 mM. Bropo#t TN mosioxkeKk — CTEKJIsIHHBIC TUIAaCTUHKHU TonmuHoi 0,1 MM. B mporniecce Hanecenust
MOJIJIOKKH UMENTn KOMHATHYIO TeMIIepaTypy M pacrlojarainch Ha pacCTOSHUU 50 MM OT MCTOYHHKA.
OO0pa3iibl MPeICTaBILIN COO0H CILIONIHBIC TPO3PAYHbIC CIIOU roJy0oro 1BeTa. TOJIIMHA Oy YSHHBIX
cioeB ObliIa OTICHEHA MPH TOMOTITH JutrricoMmerpa JIDD-3M u coctaBuia ~37 HM.

© Cyxux A.C., bacosa T.B., I'pomusio C.A., 2016
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8000 Puc. 2. Cxema 3KcriepuMeHTa Ha Judpak-
° ] tometpe Bruker DUO. YeTbpexKkpyKHBIH
E 6000t TOHHOMETP II03BOJISIET BAPbUPOBAThH YIJIbI
:'" 4000 D, As eo6pa eﬂe'r 1 pacCTosHNC L
2000+ (002)
_vwwr/ MW A "
0 v Pentrenorpaduueckoe nccienoBaHue Obl-
6 8 10 12 14 16 18 20 22 24 15O TWpoBeAeHO Ha audpakromerpe Shimadzu
20, rpaz. XRD-7000 (CuK,-m3nyuenne, 40 kB, 30 MA,
8 A=1,5418 A, Ni-punbtp, HETEKTOp CUUHTHII-
JIALIMOHHBIA C aMILTUTYJHON JUCKpUMUHALIUEH,
cxema bparra—bpenrtano, mar 0,03° 20) npu
KOMHaTHON Ttemmepatype. [lomydeHHble nu-
.- S  (QpakrorpaMMbl TIpelnCTaBIeHB Ha puc. 1, a, 6
o =) @ =7 B CPaBHEHUM C TCOPETHUYECKOM AUPPAKTOrpam-
g M M Mo#t (ucnosb3oBana mporpamma Powder Cell
2.5 [14]), noctpoerHoii no naHHbM [ 13 ]:

T
24 g=12,090, b=3,754, ¢ = 12,800 A, o.= 88,96,
B=90,97, y=95,09°, V= 578,48 A°. TonsiTkN
OOHAPYXHTh JIOTIOJIHUTEIbHBIE JAH(PAKIINOH-
Puc. 1. luppaxrorpammel u3yueHHbIX 00pasuos CoPc  ppje muku, Mcmonb3ys reoMeTpHIo CKOJIb3AIIE-
(mpaxromerp oShimadzu XRD-7000, CuK,-u3myde- 1o myuka (Yroa Mexiy IEPBUYHBIM ITyUKOM
nue, A = 1,5418 A): oOpazel] Ha MOJJIOKKE U3 MIABIEHO- 1 [11OCKOCTLIO o6pasia BapsHPOBAIIM B JHAIIA-
ro xBapia (a), odpaser; Ha CTEKISHHOW TOIOKKE (6), 30He 1+2°), IPHBENH K YIIMPEHHIO paHee 00-
TeopeTHyeckas qudpakrorpamma (8)

HapyXeHHbIX audpakiuonabix nukos (00/), HO

He BBIIBWJIN HOBBIX.

OO0mas cxema UCCIIe0OBaHUs CJI0EB Ha MOHOKpHCTanbHOM audpakromerpe Bruker DUO (CukK,-
m3nydenne, A = 1,5418 A, MUKpo(hOKyCHasT peHTTeHOBCKas TpyoOka Incoatec IuCu, 45 kB, 0,64 MA,
JuaMeTp BBIXOAHOro KoyumMaropa 0,6 MM, paspemenue 1024x1024) mpencraBiena Ha puc. 2. O06-
pa3ipl Ha HUIMHAPUYECKUX TOJI0KKAX YCTaHABINBAIM HEIOCPEICTBEHHO B TOHHOMETPUUYECKYIO I'0-
70BKy. OOpa3iipl Ha CTEKIISIHHBIX HOAJIOKKaX (OTAEIbHbIE (PPArMEeHTh! CTEKIITHHBIX IUIACTHH C JIMHEH-
HBIMH pa3MepaMy 10 5 MM) 3aKpeluIsuld Ha Tople Jepxareis (CTeKJISHHBIA LUIHHIP IHaMETPOM
3 MM) IpY TIOMOIIX MOHTaKHOH CMOJIBI U Jlajiee YCTaHABIMBAIA B TOHHOMETPUYECKYIO TONOBKY. LleH-
TPUPOBKY 00pa3loB MPOBOAWIN C MOMOIIBIO IITATHOW BHICOKaMepbl. Bo Bcex sKcmepuMEHTax yroi
MEXKIY MEPBUYHBIM ITyYKOM H JIETEKTOPOM (0,;) cocTaBisut 10°, a paccTosiHEE OT LIEeHTpa o0pasua a0
nerekropa L =40 MmM. Y101 MeX/y NEPBUYHBIM Iy4KOM U 00pasioM (O,s,) B Pa3HBIX ONBITaX M3Me-
HsM B uHTepBase 0+4°. Takxe 4eTbIpeXKpy KHbBII TOHHOMETP MO3BOJIAT HAKIOHATH 00pa3el] OTHOCH-
TEJIbHO TIEPBUYHOTO MyYKa Ha MPOU3BOJIBHBIN Yrod () U BpamaTh oopasel B COOCTBEHHOH TIOCKOCTH

(yron @).

T T T T T T
6 8§ 10 12 14 16 18 20 22
20, rpan.
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Puc. 3. Tudpakunonnbie Kaptuael cioeB o-CoPc Ha

CTCKJITHHOW momoxke (mudpakromerp Bruker DUO,

CuK,-uznyuenue, L =40 mM, 0, = 10°): a — Qukcn-

POBaHHBIH yrom ¢, ckaHupoBaHue O,5, 0+4°, 6 — obpa-
3e11 MOBEpHYT 1o  Ha 30°

Q X N
,
==~

Puc. 4. Ymaxoska monexyin o.-CoPc
B riockoctH (001). Atombl H He moka3aHbl

st 00pa3LoB Ha CTEKJITHHBIX MOJIOKKAX OBLIHM IMOyYeHBI CepUH TUPPAKIUOHHBIX KAPTHH MPU
MOCTOSIHHBIX 3HAUCHHAX (O, 3HAYCHHUS ITOTO yriia BappupoBaiu B auanazone 0+360° (mar 30°). Yron
Oosp BappupoBan B quanazone 0-+4°. IIpu sToM oOmmit BUI HAOI01aeMbIX AU(PPAKIIHOHHBIX KapTHH
ocTaBaJiCsl IOCTOSHHBIM. Bo Bcex ciyuasx HaOMIOAamuch JOKajdbHbIe AU(PaKIMOHHBIC MIATHA, Xapak-
TEpHBIC JJI1 MOHOKpHUCTaia (puc. 3, a). ObmmupHoe rano o0ycnoBieHo paccestaueM Cuk,-u3mydeHuns
Ha MaTepuaie MoUI0KKU U uryopecteHunei aroMoB koOanbTa. [Ipn HakiIoHax o0pasla OTHOCUTENb-
HO TIEPBUYHOTO ITy4yKa IO YTy y, HaOJIro#ancs COOTBETCTBYIOUIMN HAKIOH OU(PPAKIMOHHON KapTHHBI
(cm. puc. 3, 6). UamumupoBanue AUQPPAKITNOHHBIX TATEH MPOBEICHO MO MAHHBIM HU3MEPEHUS MEK-
TUIOCKOCTHBIX paccrostanid (d). Hanbonburyto maTeHCHBHOCTE MMenn peduexcer (001) ¢ d=12,80 A.
Kpome atoro, HamexHo 3adurcupoBans! pedirekcsl ¢ d = 8,75, 5,65 u 5,45 &, OTHOCHTEIbHAS UHTEH-
CHBHOCTb KOTOPBIX He mpesbimana 5 %. VX nmHIunupoBaHue NpOBEJCHO B COOTBETCTBUU C TEOPETH-
yeckoil nudpaxTorpammoii. Tak Kak MEXIUIOCKOCTHBIE paccrosHus map peduiekco (101)/(—101),
(102)/(-=102) u (-201)/(201) umeroT OnM3KUE 3HAYCHHUS, TO MPHU BEIOOPE KOHKPETHBIX UHIEKCOB OBLIO
YYTEHO, YTO B TIEPBOH Mmape pedIieKChl MMEIOT cpaBHUMEBIE HHTeHCHBHOCTH, a (102) u (—201) 3Haum-
TeJbHO (Ha TpH Mopsiika) nHTeHcuBHee, ueM (—102) u (201) cooTBeTcTBeHHO. /[ MpoBEepKH BO3ZMOXK-
Horo pacuierieHus (101) u (—101) ObuM MpoOBEAEHBI JOMOTHUTEIBHBIC ONBITHI PU YBETUUYECHHOM 10
80 MM paccrosiHum L. Jlaxxe npy HaKOTUIEHUU AU(PAKIMOHHON KapTHHBI B Te4eHHUe | 4 paclierieHue
3aperuCcTPUPOBATh HE YAAIOCh.

CpaBHEHUE DKCIIEPUMEHTAIBHBIX TUPPAKIMOHHBIX KAPTHH C TEOPETUYECKON AH(PaKTOrpaMMoin
MO3BOJIIET CHeNaTh BBIBOA O NMPAKTHYECKH HMACAIBHONH OPUEHTALMH HONUKPUCTAIIMYECKHX CJIOCB
o-CoPc B nanpasienun [ 001 ]. Takoii xe pesynbrar misi cioeB a-CoPc HaOmonanu asropsl [ 15—
18 ], omHako pednexcs ¢ nanekcamu (£0/) He OBLITN 3aPUKCUPOBAHBI.

B pab6ote [ 19 ] Obun M3y4eHBI 3aKOHOMEPHOCTH OPHEHTHPOBAHUS CIIOCB JICTYIHX KOOPIUHAITH-
OHHBIX COCJMHEHUH M OTMEUYEHO, YTO OOBIYHO BBIJCICHHOE CEMEHCTBO IUIOCKOCTEH MMEeT HauOoIb-
1Iee MEXIJIOCKOCTHOE paccTosHue. Takas jke KapTHHA peajn30Banach U B HaueM ciaydae. Ha puc. 4
TpeacTaBiieHa yakoBka Mosekysn CoPc B kpuctammorpaduaeckoit wiockoctu (001). Ilpu moctpoe-
HUM UCToNIb30BaHa nporpamma Diamond 3.2 [ 20 ]. Monekymnbl yKIaJpIBalOTCSI B OTAEIbHBIC CTOIKH,
BHYTpH KoTophix pacctostaus Co...Co 3,754 A, a Mexay aumu 12,090 A. Vron MEXIY TUIOCKOCTBIO
(001) u cpenmHEeKBaAPATUIHON IFIOCKOCTHIO MOJIEKYJIBI cocTaBisieT 83,1°.
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Ka,

[IpennoxeHHas HaMHU METOUKA CHEMKH OTIIMYAETCS OT KJIACCHUYECKOW CXEMBbI CKOJIB3SIIEro myy-
Mpeoarammeil GUKCUpOBaHHBIN Yroll MajeHus nepBUYHOro mydka [ 21, c. 50 ], 3HaueHune Ko-

TOPOIO ONPEAEISAETCS YCIOBUEM MOJIHOIO BHEIIHETO OTPAXKEHUS U 3aBUCUT OT MATE€pUaNa MOJJIOKKH.
B mamreit cxeme yron maneHus He HAJO CIIENUATLHO TTOI0UPATh, TAK KaK OH B IIPOIECCE ChEMKH IPO-
XOJUT IIMPOKHIA Hana3oH 3HaueHui. Mcmonb3oBaHnne MUKpO(OKYCHON TpYyOKH, T.e. BEICOKOMHTEH-
CHUBHOI'0 MapajuIeIbHOTO MEPBUYHOTO MyYKa, TO3BOJIMIO 3aPETUCTPUPOBATh MATOMHTEHCUBHBIE OTpa-
eHus. Takas JOIOJIHUTENIbHAS HH(pOPMAIIHs MOXKET ObITh BOCTpEOOBaHA NIPH MIPOBEICHUH in Situ UC-
CJIeIOBaHM TOJOOHBIX 00pa3I0B U MHAUIUPOBAHUH JU(PPAKTOTPAMMBI PU OTCYTCTBUH KPUCTAILIO-
rpaduYecKiX JaHHBIX.

ABTOpBI BEIpakaloT OnmaromapHocTh K.¢b.-M.H. B.P. lllasimoBy 3a mpemocTaBieHHbIE JaHHBIC dJ1-

JIMTICOMETPHUU U3YyUCHHBIX 06pa3u0B.

—_—

PaboTa BrImorHEeHA 1TpH Toxepskke rpanTa PH® Ne 15-13-10014.
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