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CHHTE3 ®TOPUJIHBIX MUKPO- U HAHOKPUCTAJLJIOB NaYF4/Yb/Tm,
NaYFs/Yb/Er U ©X XAPAKTEPU3AIIUSI METOJIAMMU Y-
OINITUYECKOU MUKPOCKOIINU

B.N. Cokonos, U.M. Amapuyk, 1.0. I'opsauyk, C.11. MonyanoBa

DeodepanvHulii HayuHo-uccieoogamenvekul yenmp «Kpucmannoepagus u pomonuxa» PAH,
119333, Jlenunckuii npocnexm, 0. 59, 2. Mockea, Poccusi.

Annoramusi: CuHTe3upoBaHbl  (QTOpUAHBIE MHUKPO- W  HaHOKpuctawuibl  NaYF4/Yb/Tm,
NaYF4/Yb/Er, naxonsuuecss B Kyouueckoii (anbda-) u rexcaronanbHoi (Oeta-) dase. Meromamu
CKaHMPYIOLIEH  AIIEKTPOHHOH MHUKPOCKONMHM W  PEHTICHOBCKOM  IU(pakuuu, a TaKxke
Y®-onTtu4eckoil MHUKPOCKOIMM BBICOKOTO pPa3pelleHUs] U KOH(POKAIbHOM MHUKPOCKOIHU
OXapaKTEepU30BaHbl pa3Mephl, KPUCTALTMYECKas CTpyKTypa u (opma kpuctamioB (pochopos).
HccnenoBana GOTOIOMUHECHEHIHS OTACIBHBIX (GOCHOPOB M UX arJIOMEpaToB B allKOHBEPCUU TIPU
Hakauke MK-ceetom ¢ pgnuHoit Bomubl 980 HM. IlokasaHo, YTO C HCIOJNB30BAaHHEM
Y®-MUKPOCKONIMK HAa JUIMHE BOJIHBI 365 HM W KOH(OKAIbHOH MHUKPOCKONHU HA JUIMHE BOJIHBI
405 HM MOXXHO ONpeAensaTh pazMepsl U Gopmy vactull ¢ guamerpom ot 300 M. JlaHHBIE METOBI
3aHUMAIOT MPOMEXKYTOYHOE MOJIOKEHHE MEKIY ONTHUECKOM MUKPOCKONHEH BHIMMOIO JHANa3zoHa
U DJIEKTPOHHON MHUKPOCKOMNHMEW C TOYKH 3pEHHSI IPOCTPAHCTBEHHOTO PAa3pelLICHUs U MOJIE3HbI IPU
aHanm3e HaHO(GOCcPOPOB, UMEIOITUX OPraHNYECKYIO0 000JI0UKY HA OCHOBE OJIEMHOBOM KHCIIOTHI.

KawueBble cioBa: (ropuaHble MUKPO- W HAHOKPUCTAIUIbI, HAaHO(OCHOpBI, peaKo3eMenbHbIe
AJIEMEHTHI, (DOTOIFOMUHECICHIUS, anKoHBepcHs, Y D-onTHyeckass MUKPOCKONUs, KOH(OKaIbHas

MUKPOCKOTIHS.

Beenenue

®ropunnble Mukpo- u Hanokpuctamiel NaYF4/Yb/Tm, NaYF4/Yb/Er (manodocdopsr),
JICTUPOBAHHbBIC PEAKO3EMEIbHBIMKM 3JICMEHTAMH, HAXOJAAT HIMPOKOE MPUMEHCHHE B Pa3IMYHbBIX
obOnactsax Haykd W TexHUKH (cM. 0030pel [1, 2]), Hampumep, IS CO3JaHUS KOMIAKTHBIX
BOJIHOBOJIHBIX ycuiuTened cBera [3-5]. OgHMMM W3 OCHOBHBIX METOJIOB HMCCJICIOBAHUS 3THUX
00BeKTOB sBJIsIFOTCs ckanupytomas (SEM) u npocseunBatomas (TEM) anekTpoHHAss MUKPOCKOTIHSI.
CoBpeMCHHbBIC JJICKTPOHHBIC MHKPOCKOIBI 00Jaal0T aTOMHBIM —pa3pelICHHEM, IO03BOJISIOT
OIPENEeNATh HE TOJBKO pa3Mepbl HAHOYACTHI], HO M MX KPUCTAUIMYECKYIO CTPYKTYpPY, a TaKXKe

AJIEMEHTHBIN cOCTaB. B TO ke BpeMs K HEAOCTATKaM 3JIEKTPOHHOM MUKPOCKOIIUU CIEAYET OTHECTH
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paspylaroiiee BO3ICHCTBHE [TAHHOTO METOJa W HHU3KHH KOHTPAacT TMPHU HCCICIOBAHUU
OpPraHUYeCKUX MaTepHajoB (HAIpUMeEp, OPraHuvecKoi 0007104YKH HaHO(OCHOPORB), UTO 3aYaCTyIO
TpeOyeT HaHECCHHWS TOHKHMX METAJUTMUECKUX IUICHOK Ha HccieayeMbiii 00bekT. Kpome ToOrO,
AJIEKTPOHHASI MHUKPOCKONHS HE TO3BOJISIET M3ydaTh (DOTOJFOMHMHECIICHIIMIO  OTACIBHBIX
HaHO(OCHOPOB U UX arJioMepaToB B al- WIK JayHKOHBEpCUH. J[jist 3TOro ciemyer MCIoiIbh30BaTh
METO/IbI IIUPOKOTIONBHOM [6] MK OIMIKHETIOIBHOW ONTHYECKOH MUKpOCKOHH [7].

B TO ke BpeMs, KiacCHMuUecKash ONTHYECKass MHUKPOCKOMHS BHIMMOIO [Uara3oHa He
CJIMIIKOM TIPUTOJIHA IS aHAJIN3a MUKPO- U HAHOOOBEKTOB, TIOCKOJIbKY HE 00ECIeUnBaeT HYKHOTO
NpoCTpaHCTBEHHOTo paspemieHus. CoryiacHoO KpuTepuio Penes, paspemiaromias crnocoOHOCTh R
[IIUPOKOIOJIBHOTO ONTHYECKOTO MHUKPOCKOMNA, T. €. MHHUMAJIbHOE PACCTOSHUE MEXAY IBYMs

OT/ICTIbHBIMU O0OBEKTaMH, KOTOPBIE MOTYT OBITh Pa3pelIeHbl, ONpPEAeIsIeTCs COOTHOLICHUEM [8]

R =0,611/NA, (1)

rne | - nnuna BonHbl cBera, NA — ymcioBas aneptypa oObeKTHBa MUKpockona. [Ipu aTom, mis
OOJNIBIIMHCTBA MHUKPOCKONOB, paloTalomMX B BHUIMMOM JHAalla3oHe JUIMH BOJIH, JaXke MpU
UCTIOJIb30BAHUM HMMEPCHOHHBIX OOBEKTHBOB, pa3peliaronias CHocoOHOCTh COCTaBISIET OKOJIO
0,26 mxm. Kak cnenyer u3 opmyisl (1), UMEIOTCS 1Be BO3MOXHOCTH YJIYUIICHHUS pa3pellaroiiei
CIIOCOOHOCTH ONTHYECKOTO MHKPOCKOIA: BO-TIEPBBIX, YBEIMUYUBATh 4YUCIOBYIO anepTypy NA
00BEKTHBA, BO-BTOPBIX, yMEHbIIATh JUIMHY BoJHBI | ocBemaromiero uamyuenus. B Hacrosmiee
BpEeMsI IOCTUTHYT NMPAKTUYECKUN Tpeaes YBEINYCHUsT YUCIOBOM anepTypsl 00beKTUBOB. Co3/1aHblI
M TpEeICTaBICHbl Ha pbIHKE Hay4YHbIX MOpubopoB «cyxue» o0bektuBel ¢ NA =095 u
ummepcuonnbie 00bekTuBbl ¢ NA = 1,45, B 2020 rony ¢upma Olympus aHoHCHpOBaia co3aaHue
NEepBOr0 B MHPE HMMEPCHOHHOTO oOBbekTMBa ¢ umcioBoit ameprypoir 1,50 [9]. Coznanue
MMMEPCUOHHBIX OOBEKTHBOB C CYIIECTBEHHO OOJbIIEH YHCIOBOH amepTypol, MO-BHIUMOMY,
HEBO3MOXXKHO  BCJEJCTBHE (PYHAAMEHTAJIbHBIX (PU3MUECKUX OTPaHUUYCHHUH, ONpelessieMbIX
CBOMCTBAMHM H3BECTHBIX ONTHYECKUX MarepuanoB. TakuM oOpazoM, naipHEIiee yBelndyeHue
pasperiaronieii cnocoOHOCTH ONTUYECKOH MUKPOCKONHUU MOXKET OBbITh JOCTUTHYTO JIUIIB 32 CYET
yMeHbIIeHus JuHbI BosHbI I, T.e. myTrem nepexona B Y ®D-nuamnasoH.

C navana 21-ro Beka HaOJIOJAETCS 3HAYMTEIBbHBIM HPOrpPecC B CO3AAHUU ONTHYECKUX
MUKPOCKOIIOB, paboTaromux B Y®D-00IacTH CHEKTpa W OOJAJAIOIIUX CYIIECTBEHHO IYYIIUM
paspelieHreM, Y4eM MUKPOCKOIIbI BUIMMOTO JIMana3oHa. JTOT MPOrPecc CBsA3aH, C OJHOW CTOPOHBI,
C TOTPEOHOCTSIMH MHKPOJICKTPOHHKH (C YMEHBIICHHEM DPa3MEpOB 3JCKTPOHHBIX JJIEMEHTOB Ha
KPEMHHEBOM 4HIIE, pa3pabOTKOil BBICOKOTOYHBIX Macok ais Y ®-doromurorpaduu u T.4.), a C

prrOﬁ CTOPOHBI, C IOABJICHUCM HOBBIX BBICOKOTOYHBIX TEXHOJIOT UM CO31aHusA OIITHYCCKHUX
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OOBEKTHBOB [JIi MHKpPOCKOINOB. B HacTosiiee BpeMsi BeOylIHME€ MHUPOBBIE MPOU3BOIUTEIN
MHUKPOCKOIIOB MPOBOJAT MCCIEIOBAHUS B O0JIACTH ONTHYECKOM MUKpPOCKONUH Tirybokoro Yd-
aMana3oHa, oOecrieuMBaroIIeil CBEPXBBICOKOE JaTepalibHOE paspeuieHue. Tak, ¢upma Leica
Microsystems (I'epmanusi), mpeicTaBWia Ha pBIHKE HAYYHBIX MNPUOOPOB HMHCHEKIIMOHHBIN
mukpockon DM12000_M, mo3Bonsitonuii MpoBOAUTH UCCICNOBAHUS HA JUIMHE BOJHBI 365 HM u
obecrieunBaronuii paspemieHue Ha ypoBHe R » 140 um [10]. ITomumo 3toro, ¢upma paspaborana
HCCIIEIOBATEIbCKUI MHKpPOCKOI, pabotaromuii BOaM3u 248 um [11-13]. Mukpockomn OCHaIlIeH
«cyxum» 00bekTHBOM ¢ yBennueHueM 150x wu uwmcnoBoit ameprypoir NA =0,90, a Ttaxke
«ummepcuoHHbIM» 00bekTHBOM 200X ¢ NA = 1.20. JlanHble 00BEKTHBBI cO31aHbl pupmoii Leica,
SBIISIIOTCSL aXpOMaTHUECKUMH B nojioce 248 + 8 HM u obecnieunBaioT paspenieHue Ha ypoae 100 u
80 um cootBercTBerHo. Kommanust Olympus (Slmonus) B 2005 romy mpejacraBuia Ha phIHKE
Hay4yHbIX npuOopoB mnpuctaBky U-UVF248 nns onTudeckux MHKpPOCKOIIOB, ITO3BOJISIOUIYIO
NPOBONTH MCCIICOBAHNE HAHOPAa3MEPHBIX 00BEKTOB Ha JUIMHE BOJHBI 248 HM [14] ¢ pa3peniennem
80 uM. BenyTtcs nccinenoBaHus Mo CO3/1aHUIO ONTUYECKUX MUKPOCKOIIOB IS elie 0ojiee KOPOTKHUX
muiH BosiH, B 4actHoctH, | =193 um [15]. Tabnuua 1 maer 0030p mpenenbHOU pa3peliaromei
CIOCOOHOCTH R ONTHYECKOr0 MUKPOCKOIA, KOTOpast MOXKET ObITh JOCTUTHYTa IPU UCIOJIb30BAHUN

«CyXUX» M HUMMEpPCHOHHBIX OOBEKTHBOB C PA3IMYHONH YHCIOBOW amepTypoll Uisl pa3iu4HbIX

pabouux anuH BojH [11].

Tabnuya 1. Paspewarowas cnocoonocms R onmuyeckoeo mukpockona 6 3a8ucumocmu om OJUHbL
sonnvl ceema I. BU — 6oonas ummepcust, MU — macasinas ummepcust.

Jliuna Bonuel |, HM 405 365 365, MU | 248 | 248, BU 193 193, BU
UucnoBas aneprypa 0,95 0,95 1,30 0,90 1,25 0,90 1,30
Pazpemenne R, am 260 234 171 168 121 130 90

B mHacrosimedt cratbe cooOmiaercs O cuHTE3e (PTOPHIHBIX MHKpPO- W HaHOKPHCTAJUIOB
NaYF4/Yb/Tm u NaYF4/Yb/Er, mokpbIThIX OpraHu4eckoil OO0OJIOYKOW Ha OCHOBE OJICMHOBOM
KUCJIOTBI, U MX XapaKTepU3allMy C WCIOJb30BAHUEM IIUPOKONOIBHOW ONTUYECKOW MUKPOCKOITUH

Y ®-auana3zona u KOH(POKATbHON MUKPOCKOIIHH.

CuHTe3 PTOPHAHBIX MHKPO- M HAHOKPHCTAJLJIOB
Jns monydeHust GTOpuAHBIX MHUKpo- u HaHokpuctayuioB NaYFs4/Yb/Tm, NaYF4/Yb/Er

(docdopoB) HcroOIB30BAIMCH KOMMEPYECKUE PEAKTHBBI: OKCUIBI UTTPHS, UTTEPOUs, Tyus, SpOus,

kapOoHart Harpus, ojeuHoBas kuciota 90%, l-okramenen 90%  (Sigma-Aldrich) wu

tpudpTopykcycHas kuciora 99% (PanReac). Oxcunbsl u kapOOHAT HaTpHsl NPUMEHSIH 0Oe3
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npeaBapuTeNnbHo  00paboTku. TpUPTOPYKCYCHYIO KHCIOTY OUHMINAIM IyTEM NEPEeroHKH U
pasbaBisuin AUCTUUTUPOBAHHON Boaod 10 50%,s. CuHTe3 dochopoB OCYIIECTBISIICS METOIOM
TEPMUYECKOTO pa3IoKeHUsT TpU(TOpaIeTaTOB peAKo3eMeNnbHbIX 3JemeHToB Y, Yb, Tm, Er,
MOJIyYSHHBIX U3 COOTBETCTBYIOLIMX OKCHJIOB, a Takke TpudToparerata HaTpHs, MMOJy4YEHHOTO U3
ero kapOonata. Peakuus mpoBoamiacek B OECKUCIOPOAHON Cpeie B CMECH OJIEMHOBOM KHCIOTHI U
1-okrazelnieHa mpu HarpeBaHuu B OaHe co cmuiaBoMm Pose mo 260-320°C [16-18]. [deranu merona
npejcTaBieHbl B padote [18].

Poct pa3mepoB KpHCTAJIOB B TPOLIECCE TEPMHUECKOTO CHUHTE3a KOHTPOJIMPOBAIH II0
U3MCHEHUIO HMHTETPaJbHOM MHTEHCHMBHOCTH lintp. W cmekrpa doromomunecuenyn (DJI)
pEaKIMOHHOM  CMecM B  amKOHBepcuHM B coekTpanbHoM — auanazone  400-900 vw.
@OTOMIOMUHECHEHIIMS HAHOYACTHI[ B pacTBOpe BO30yXJajlach C MOMOIIBIO CHEIHATBHOTO
OIITOBOJIOKOHHOTO 30HJA IMOJ JEHCTBUEM H3IYUYEHHUS TUOJHOIO ja3epa ¢ UIMHON BOJHBI 980 HM.
30H1 cozieprKall KBaplieBOe BOJOKHO HAKaYKH M MPUEMHOE BOJIOKHO, KOTOPOE 3aXBaThIBAIO CUTHAI
®JI ot HaHOUacTHI B KOJIOE M HANpaBisuIo ero Ha MuHU-criekrpoMeTp FSD-10 (HTLL BosnokonHo-
Onruueckux Ycrpoiicts, Poccus). [{ns oTceveHus U3nyueHHss HAKAYKH MCIOIb30BAIUCH (DUIIBTPBI
usetHoro crekia C3C25. Ha Puc. la mpencraBieHsl 3aBUCUMOCTHU lint pL OT BpeMeHH cuHTe3a t
kpuctamuioB NaYF4/Yb/Tm, a na Puc. 16 naner ux cnekrpsl OJI lp, momydyeHHbIE yepe3 pa3inyHbIe
IIPOMEXYTKH BPEMEHM I0CIIEe BKIOUEeHUs HarpeBa. [Tuku @JI B ankoHBepcuu Ha JivHaxX BOJH 474,
650 u 800 HM OOYyCIOBIEHbl JHEPreTUUECKOH CTPYKTYpOH pelKo3eMelIbHbIX HOHOB TM®* B

kpuctamte NaYF4/Yb/Tm, korkperno nepexonamu *Gs ® 3He, 1G4 ® 3Fs u *Hs ® *Hs [2].
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Pucynok 1. (a) 3asucumocmu unmezpanvhoti unmencusnocmu DJI lint pL pocpopos a-
NaYF4/Yb/Tm om epemenu t 6 ouanazonax onun éonn 480425 nm, 650220 rm u 790445 nm. (6)
Cnexmp ®@JI nanouacmuy lpL uepes 13 (1), 21 (2), 37 mun (3) nocae exniouenus nacpesa. Ha
6cmaske npusedena YnpowerHast cucmema snepeemuyeckux yposrett Yo u Tm. Cmpenkamu
NOKA3AHbL U3YYAmMelbHble Nepexoobl.

Kak BumHo u3 Puc. la, unTeHcuBHOCTh (oTomomunectennun dactuin NaYFs/Yb/Tm B

aIIKOHBEPCHUM HAYMHAET PE3KO BO3pacTaTh IIOCJIE 3aBEPIICHUS MHAYKLIHOHHOTO NEPUOAA, KOTOPBIH
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npu temnepatype cunte3a 290°C miurest okono 10 MUHYT ¢ MOMEHTa nepekitoueHus Harpesa ¢ 93
Ha 290°C. K 27-it munyre poct ®JI ymeHsiaercs W B JAaibHEWIIeM H3MeHseTcs cinabo. B
pe3yJbTaTe CHHTE3a B PACTBOPE OJIEMHOBOM KUCIIOTHI M 1-OKTazereHa oOpa30oBBIBATIMCH YACTHIIBI
a-NaYF4/Yb/Tm. Ha Puc. 2 npusenena SEM ¢ororpadus u peHTreHOrpaMmMa CHHTE3UPOBAHHBIX
gactull. YacTuibl, TpeacTaBlieHHble Ha Puc.2a, Haxomsrcs B KyOudeckod a-dasze. 310
NOATBEpXKAaeTCs Audppakrorpammoii (cMm. Puc. 20), miku KOTOpOH COOTBETCTBYIOT YHCTOW a-(ase

kpuctaioB NaYF4/Yb/Tm. Kak cnenyer u3 Puc. 2a, nuamerp gactui cocrapisiet 10 - 20 Hm.
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Pucynok 2. @omoepaghus cunmesuposannvix nanouacmuy a-NaYF4/Yb/Tm, coerannas na
CKanupyroujem 31eKmpoHHoM Mukpockone (a) u ux ougpaxkmospamma, noay4yeHHas Ha
penmeenosckom ougppaxmomempe Rigaku Miniflex600 (Cu, 2 = 1,54184 A) (6). g — yeon nadenus
PEHM2EeH08CK020 y4a Ha obpaszey.

N3 Puc. la Buano, uto QopmupoBanne uactun a-NaYFs/Yb/Tm compoBoxnmaercs
yCHJICHHEM HX (DOTONIOMUHECIICHIMU. ITO TMO3BOJIIET KOHTPOJIUPOBATH pa3Mep CHUHTE3UPYEMBIX
¢dochopoB, ocTaHaBIUBAsT PEAKLHUIO B PA3IUYHbIE MOMEHTHI BPEMEHH, B KOTOPBIX MHTEHCUBHOCTH
@®JI pgocturaer ompeneneHHOTO ypoBHA. OCTaHOBKAa pPEAaKLMU CHHTE3a OCYIIECTBISICTCS ITyTEM
OBICTPOTO yAalieHUs! KOJOBI C PEaKIMOHHBIM PacTBOPOM M3 0aHM co cruiaBoM Pose u mobaBneHuemM
B KOJIOy OXJaxJIeHHOro l-okrajeneHa, 4yTO NPUBOAUT K PE3KOMY YMEHBIICHUIO TEMIIEpaTyphl
pactBopa Ha 100-120°C. Ha Puc.3 mnpexncraBiieHbl THCTOTpaMMbI DPACHpEIeNCHHS DPa3MEpOB
Hanouactul] a-NaYF4/Yb/Tm, nony4eHHBIX mpu OCTaHOBKE pEaKUMU B Pa3IMYHbIE MOMEHTBI
BPEMEHHU IIOCIIC Hayajla HarpeBa peakIMOHHOW cMecu. M3MepeHuss pa3MepoB HaHOYACTHIL
NPOBEACHO METOJ0M JMHAMHYECKOTO CBETOpaccesHuss B XJopodopMmMe Ha aHaIU3aToOpe
yactui/OenkoB Brookhaven 90Plus_Zeta (Brookhaven Instruments, CIHIA) npu moacBerke
Ja3epHbIM U3Iy4YeHHeM ¢ JAauHOM BonHel 640 HM. OTMeTHM, YTO METOJ JWHAMHYECKOIro
CBETOPACCESIHUSA ONpEIENSeT HE «UCTUHHBIM» pa3Mep HAHOUYACTHIl, & UX THIPOJUHAMUYECKUN

muamerp. Kpome Toro, cuntesupyembie (ochopbl MOKPHITH, KaK MPaBUIIO, OPraHUYECKOM
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obomnoukoit, cM. Puc. 4. TloaroMy npuBeZieHHBIE Aajiee pe3yabTaThl SBIAIOTCS «OLEHKOW CBEPXY»

uist nuamertpa D wactu.

T T T T 1 T T T T T
100 200 300 400 500 0 100 200 300 400 500
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Pucynok 3. 'ucmoepammul pacnpedenenus nanovacmuy a-NaYF4/Yb/Tm no pasmepam,
usmepennvle Ha ananuzamope yacmuy/benxos Brookhaven 90Plus_Zeta. D - cuopoounamuueckui
ouamemp uacmuy. Cunmes ocmanosnen wepes 12 mun (a), 16 mun (6) u 28 mun (8). Ha 6cmaskax

NOKA3aHbl COOMBEMCMBYIoWUe A8MOKOPPETAYUOHHbIE QYHKYULL.

Kaxk caenyer u3 Puc. 3, cpenuuii pazmep (ruapoAMHAMHYECKUN THaMETP) HAHOKPUCTAIIIOB
a-NaYF4/Yb/Tm B opranuyeckoii obonouke cocraisier 79 M, 98 um u 108 HM npu ocTaHOBKE
peakuuu yepe3 12, 16 u 28 munyt coorBercrBenHo. Ha Puc. 4 nmokasaHa 3aBHCUMOCTb CPEJHETO
nuametpa D uvactuil or Bpemenu cuntesa. M3 cpaBHeHus Puc. 4 u Puc. 1 cnenyert, uro umeercs
YyeTKas KOPPEAHs MEXAy pa3MepoM CHHTE3UPOBAaHHBIX HAHO(OC(HOPOB M HMHTEHCHBHOCTBHIO
(OTOMOMUHECIIEHIINN PEAKLIIMOHHOM cMecH. OTOT ()aKT MMeeT BaXKHOE 3HAYECHUE, MOCKOJIBbKY
MO3BOJISIET OCTAaHABJIMBATH PEAKLHUIO B TOT MOMEHT BpPEMEHH, KOTJa pa3Mep YacTHIl JOCTHraeT

OCJICBOro 3HAYCHN .

1204

100+ .

nm

t, min

Pucynok 4. Cpeonuii pasmep (euopoounamuueckuii ouamemp) D nanouacmuy a-NaYFa/Yb/Tm,
NOKPbIMbIX OP2AHUYECKOU 0O0JIOUKOI, 6 3A8UCUMOCIU OM OIUMEbHOCMU cunmesa. t — epems om
Hauana Hazpesa PeakyuoHHoOU cmecu 00 OCMAHOBKU PeaKyul.

Kak ormeyeHo Bbimie, cuHTE3 (TOPUAHBIX MUKpO- M HaHokpuctawioB NaYFs/Yb/Tm,
NaYF4/Yb/Er ocyiecTBisiics B CMECH OJICHHOBOM KHCIOTHI M l-OKTajenieHa. ITO MPHUBOIUT K

TOMY, YTO IIOJy4YaCMbIC B XOJAC CHHTC3a YaCTUIbI HAXOHOATCHA, KaK IpaBHJIO, B OpFaHHHGCKOﬁ



Online journal “Fluorine notes” ISSN 2071-4807, Vol. 6(139), 2021

000JI0UKe Ha OCHOBE OJICMHOBOI KHcIOTHI [16-18]. Ha Puc. 5 nmpeacraBieH cnekTp mpomycKaHHs
nopomika HanodochopoB a-NaYF4/Yb/Tm na mommoxke KBr. Iomoca mornomeHus BOIMU3H
3464 cm™ moxer 6bITh cBsizana ¢ O-H konebanmsim cxatusi. CHITbHBIC TTUKH MTOTIOMICHUST BOIH3H
2853 u 2924 cm! cBAzaHBl C CUMMETPUYHBIMH M AaCHMMETPHUHBIMH KoneGanusmu C-H
OpPraHUYeCcKOil 000JIOYKM HAaHOYACTHI[ U3 OJICMHOBOW KHCIOTHI. JlOMONHUTENBHO, JUHUU BOJIU3U
1556 u 1463 cm?, 0OyciOBIEHBI, MO-BHAMMOMY, ACUMMETPUYHBIMH M CHMMETPUYHBIMH
konebanussmMu  kapOokcwibHbIX rpymn COO coorBerctBeHHo [3]. Takum oOpa3oM, M3 aHanmm3a
Puc. 5 MOXHO cenath BBIBOJ, YTO HAHOYACTHIIBI MOKPBITHI OPraHUYECKON 000J0YKONH Ha OCHOBE

OJIEUHOBOM KUCJIOTEI.

2924

50 T T T T T 1
4000 3500 3000 2500 2000 1500 1000

-1
Wavenumber, cm

Pucynok 5. Cnexmp nponycxanus nanouacmuy a@NaYF4/Yb/Tm na noonoscke KBr. Ionocwor u
JUHUY NO2NIOWeHUsL 00YCL06IeHbL OP2AHUYECKOL 000N0UYKOU HA OCHOBE 0JIEUHOBOL KUCIOMMbL,
NOKpbl8aiowjel 4acmuybl.

HccnenoBanne MUKPO- 1 HaHOKpUcTaL10B b-NaYF4/YD/Er ¢ ucnosnb3oBanuem
IIMPOKONOJIbHOH MUKpOcKonuH Y D-11ana3zoHa

Hns ananmusza gocgopos pazmepom 300-1500 HM, MOKPBITHIX OPraHUYECKOM 000I0YKOH Ha
OCHOBE OJICMHOBOM KHUCJIOTBI, IIpuMeHeHue Merofa Y D-OoNTHYeCKOW MHUKPOCKOIIUU HMMEET Pl
NPEUMYIIECTB [0 CPABHEHUIO C 3JEKTPOHHOW MHUKPOCKOMHEH. OTO CBS3aHO C TEM, UTO
opraHudeckasi 000JI0YKa YacTHIl MMEET HEOOJbLIOW KOHTPACT W IUIOXO BHUJHA NPU OOIYUCHUU
AJIEKTPOHHBIM Jy4oM. B TO ke Bpems, KOHTpAacT OOOJOYKH CHIIHO 3aBHUCHT OT JJIMHBI BOJHBI
ONTHYECKOTO M3IYYCHUsI, YTO MO3BOJISET JETAIBHO MCCIEI0BaTh KaK camy 4acTully (Hampumep,
IpU UCIOJIb30BAaHMM HMMEPCHOHHBIX OOBEKTHBOB W CBETOBOI'O M3JIyUY€HUS B JHaNa3oHe
340-750 M), Tak U ee 00OJOYKY, MPUMEHSST «CyXHe» OOBEKTHBBHI U CBET C 0ojiee KOPOTKHMHU
JUTMHAMM BOJIH, JUISI KOTOPBIX OpraHndeckas 000J109Ka MajJonpo3payHa.

HccnenoBanne MHKpOYAcTUIl MPOBOJMIOCH Ha omnThueckoM Mukpockorne Neophot-32

(Zeiss, I'epmanusi), MoaepHU3UPOBaHHOM JUIst paboThl B Y®-nuamazone mmH BoH oT 340 HM.
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Muxkpockon 6bu1 ocHameH CCD kamepoir SCM2020-UV (EHD imaging GmbH, T'epmanus),
umeromieir 204872048 nukceneit pasmepom 6,57 6,5 MKM KaK/Iblii, ¥ UyBCTBUTEIBHON B AHAa30HE
200-1100 aM. OcBerieHue UCCIEAYeMOT0 00BEKTa OCYIIECTBISLIIOCH pTyTHOU Jammoi JIPIII250-2
no Kenepy. OOpazen s uccieqoBaHUM TOTOBWICA ciexyromuMm oOpasom. Karus rexcana c
pPacTBOPCHHBIMU B Heil uacTUIlaMd (OCHOPOB IMOMENIATACh Ha KPEMHHUEBYIO TIOIOXKKY H
nporpesasiack npu 100°C B Teuenun 60 MUHYT 10 MONHOrO McnapeHust pactBopurens. Ha Puc. 6

npezcrasicHbl potorpaduu yactui b-NaYFa/Yb/Er.

10 mkm

6)

Pucynok 6. @omoepaguu uacmuy b-NaYFA/YD/Er na kpemnuesoii noonoscke, coerannole Ha
onmuueckom muxpockone Neophot-32. (a) I = 355 nm, «cyxoi» o6vexmues 50x/0,90. Buona
opeanuyeckas ooonrouxa yacmuy. (6) = 405 nm, ummepcuonnwiii o6vexmue 100x/1,30. Juamemp
bonbuiol eexcazonanrbrol yacmuywl pagen 1,5 uxm, manozo eexcacona 1,1 mxm. Buoumsiii
ouamemp wacmuywl ciesa om 60avuiozo 2excazona cocmasnsiem 0,3 mxm.

Kak cnemyer u3 Puc. 6a, nuamerp opraHu4eckoil 0OOJOYKM YAaCTHUI] MOXKET IPEBBHIIIATh
JaMeTp camoil yacTuibl B 4 u Oosee pa3, YTO NPUBOAUT K Pas3IMUYMIO B M3MEPEHHBIX pazMepax
YacTUI] C MCIOJb30BAaHUEM CKAaHHMPYIOIIEH 3JEKTPOHHOM MMKPOCKOIIMM M JIUHAMHYECKOTO
cBeropaccestausi. Ha Puc. 60 yeTko BuiHa rekcaroHanbHas Gopma aByx yactuil quamerpom d » 1,5
1 1,1 MKM, 9TO CBUJICTEIBCTBYET O TOM, YTO 3TH YAaCTHIIBI HAXOATCS B TeKcaroHanbHou b-dasze. U3
Puc. 66 Taxke ciemyerT, 4To B pe3yjbTaTe CHUHTE3a MOMHMO YacCTHIl Pa3MEpPOM MOpPsIKa MUKPOHA,
obpasyrorcst u Oojee Menkue dactuipl, umeronpe auamerp »300 Hm (onenka cBepxy). Popma
MOCJIETHUX HE OIpPEEIIIeTCs BCIEACTBUE OIPAaHUUYEHHOHN pa3pelaroniei cnocoOHOCTH MUKPOCKOIIA
Neophot-32 wa mmHe BomHbl 355 HM. lcrnonb3oBaHHME ONTHYECKOTO MHUKPOCKONA C
UMMEPCUOHHBIMU OOBEKTHBAMH, OOJIQJAIOIIMMK OOJBIICH YWCIOBOH amneprypoil (Hampumep,
NA=15), u Oomnee kopoTkod mmuHONW BoJHBI | =248 HM mMO3BONUT TPOBOIUTH AHAIIH3

Ha"ogochopos ¢ quamerpom ot »200 HM.

Hccaenosanue pasmepos u popmsl pocpopos
METOI0M KOH()OKAJILHOM JIa3ePHOI MUKPOCKOIIUH
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Amnanuz pazmepoB (HocopoB, MOKPHITHIX OPraHUYECKOil 000JI0UKO HAa OCHOBE OJICMHOBOU
KUCJIOTBI, HPOBOAMIICA TAaKXKE C HCIOIb30BAHUEM KOH(OKAIBHOTO CKAHUPYIOLIETO JIa3€PHOrO
mukpockorra LEXT OLS3100 (Olympus, Smonus) Ha mmHe BonHbl 405 HM. M3BecTHO, 4TO

pasperieHue R KOH(POKaTLHOTO MUKPOCKOIIA OMPECSCTCS COOTHOIICHUEM

R» 0,44 1/NA. 2

Cpasuenue ¢opmyin (2) u (1) mokaspiBaet, 4yTO pa3peuieHue KOH(POKATBHOTO MHUKPOCKOIA
npumMepHo B 1,39 paza myuine, yem pa3penieHrue MUPOKONOIbHOTO ONTHYECKOT0 MUKPOCKOIIA ¢ TOU
K€ JUIMHOM BOJIHBI. OJTO OOYCJOBJIEHO TEM, YTO JAUMaMeTp JAuCKa OWpu B KOH(DOKAIHLHOM
MHUKPOCKOTIE HECKOJIBKO MEHBIIIE, YeM B HIMPOKOMOJIBLHOM MHUKpockore. Ha Puc. 7 mpencraBineHs
¢dororpapun  HanHowactury Db-NaYFs/YD/Er Ha KkpemMHHEBOW TOJJIOKKE, TOJIYYCHHBIC C
UCIIONIb30BaHUeM KoH(pokansHoro mukpockomna LEXT OLS3100 ¢ «cyxum» oowsexTrBom 100x/0,80
U 00bekTHBOM ¢ BomHOM mmmepcueit 100x/1.00. BumHbl Kak OTAEIbHBIC YaCTHIBI C AUAMETPOM

d » 300 HM B opraHruecKoil 000JI0YKe, TaK U arJIOMEPaThl YaCTHUII.

Pucynox 1. @omoepapuu ghocghopos b-NaYF4/YDIEr na xpemnuesoii noorosicke, nonyuennvle na
kougoxanvrom aazeprom mukpockone LEXT OLS3100 (/= 405 um). (a) «Cyxoii» obvekmusom
100x/0,80. Buownwvt omoenvhvle uacmuywt ouamempom d » 300 um 6 opeanuuecxotl obonouxe.

(6) Ummepcuonnwiii o6vexmus 100x/1.00. Habmooaomes kax omoenvHble HaHOYaACmuybl, MAax u ux
aznomepamal.

HccaenoBanue GpoToTIOMUHECHEHIIMA MUKPO U HAHOKPUCTAJJIOB U UX arjioMepaToB
Mukpo- u naHokpuctamwiel NaYFa/Yb/Er, NaYF4/Yb/Tm oGnanatoT ClI0XKHBIM CIIEKTPOM
doromoMuHecueHun B ankonBepcun. Ha Puc. 8 mpencrasnena gororpaduu IIOMUHECITHPYIOIIMX
mukpouactur] b-NaYF4/YD/Er u ux arnomeparoB B BUAMMOM JTUaInia3o0HE CHEKTPa, MOJYyYCHHbIE HA

ontudyeckom Mukpockorne Neophot-32 ¢ «cyxum» oOwvekTHBOM 50x/0,90. Cuctema Hakauku
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BKJIOYaa TOJNYMPOBOJHUKOBEIN J1a3ep, W3iydaromuii Ha anuHe BoiHb 980 HM, OCHAIICHHBIH

BOJIOKOHHO-ONITUYECKUM Ka0elleM ¢ KOJUTMMAaTopoM U 00bekTuBoM 20X, cM BCTaBKy K Puc. 8.

Pucynok 8. @omoepagus nromunecyupyowux vacmuy b-NaYF4/YD/Er npu naxauxe UK-ceemom ¢

onunotl 6oanvt 980 Hm. Ha 6écmaske noxkasana cxema ycmanosKku 05 uccie008anus cnekmpos OJ1

yacmuy u ux aznomepamos ¢ ankonsepcuu. 1 - nazep naxauxu, 2 - 6010KOHHO-ONMUYECKUll Kabenw,

3 - konnumamop, 4 - oowexmues 20x, 5 - cmonux ¢ oopazyom, 6 - o6wvexmus muxkpockona Neophot-
32, 7 - onmuuecxuti punbmp, omcexaroweti uznyuenue nakauxu, 8 - CCD kamepa.

Pe3yabTaThl 1 00CyKIEHHA

HccnenoBan cuHTe3 Mukpo- u HaHokpuctaiwioB NaYFs/Yb/Tm, NaYF4/Yb/Er c
KyOundeckoit (anmba-) M rexcaroHampHOW Oera-azoit (Mukpo- W HaHOGOCHOPOB) METOIOM
TEPMUYECKOTO PaA3JIOKECHUS TPUPTOPALETATOB PEIKO3EMENIbHBIX J3JEMEHTOB M HATpUs B
OeCKUCIIOPOTHON CpeJie B pacCTBOPE OJIEMHOBOM KHCIOTHI U 1-okTanenena. [Ipouecc popmupoBanus
¢bochopoB KOHTPOIUPOBAICA MO H3MEPEHHIO WHTEHCUBHOCTU M CHEKTpa (POTOIIOMHHECLEHLIUU
PEaKIMOHHON CMECH B allKOHBEPCUU NP HAKa4Ke Ja3e€pPHBIM U3IydeHHEeM Ha JuinHe BoJIHbI 980 HM.
[TokazaHo, uto doromomunecueHuus (OJI) ucxomHol cMecH OTCYTCTBYET M HAUMHAET BO3PACTaTh
1ocye 3aBEPIICHUs] WHAYKIIMOHHOTO MEPHUO/Ia, YTO CBS3aHO C 3apOXKICHUEM U POCTOM (Pocdopos.
YcraHOBIEHA 4YeTKas KOpPEJALMsS MEXIY pasMEpPOM HAHOKPUCTAIIOB U MHTEHCUBHOCTBIO DJI
cMecd. DTO JaeT BO3MOXKHOCTb OCTAHABIMBATh PEAKLMIO B TOT MOMEHT, KOT/Ia pa3Mep 4acTHull
JOCTHUTaeT 1IE€JIEeBOr0 3HAUCHUS.

Meronamn Y ®-onTUYECKOH MHKPOCKOIIMU BBICOKOTO pa3peuieHus M KOH(OKAIbHON
MHUKPOCKOIIMM  OXapaKTEepU30BaHbl  pa3Mephl, KpUCTaJUIMYecKas CTpyKTypa u  ¢dopma
CHUHTE3UpOBaHHBIX (ochopos. [lokazaHO, YTO C UCMOIB30BAaHUEM IMIMPOKOMOIBHON MHKPOCKOIIUU
Ha JUIMHE BOJH 355 HM M KOH(OKAIbHOM MHKPOCKONMHU Ha JuiMHE BOJHBI 405 HM MOXKHO
onpenensate pasmepbl u popmy wactunl ¢ auamerpom oT 300 HM. JlaHHBIE METOABI 3aHUMAIOT

MNPOMCIKYTOYHOC TIOJIOKCHUC MCIKIAY OIITHYECKOM MHKpOCKOHHGﬁ BUAMMOI'O JUaria3oHa Hu
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ANEKTPOHHOW MHUKPOCKOMHEW C TOYKH 3PEHUS] MPOCTPAHCTBEHHOTO PA3pEIICHUS W TOJIC3HBI TpU

aHanm3e HaHO(OCPOPOB, UMEIOITUX OPTraHNYECKYI0 000JI0UKY HA OCHOBE OJIEMHOBOM KHCIIOTHI.
CuHnre3upoBaHHble HAaHOPOCHOPHI MOTYT OBITh HCIONB30BAHBI ISl CO3/AHUS Pa3IMYHBIX

AKTUBHBIX YCTPONCTB HMHTETPANBLHOM ONTHKH, B YAaCTHOCTH, AlKOHBEPCHOHHBIX BOJIHOBOJHBIX

JIa3€pOB U BOJIHOBOJHBIX yCI/IHI/ITCJIeﬁ AJIs1 TCJIICKOMMYHUKAIIUOHHOT'O C-III/IaHaSOHa JJIWH BOJIH

1530-1565 um.

3akiao4eHue

CuHTre3upoBaHbl (TOPUIHBIC KPHCTAUIMYECKUE MUKpO- W HaHowacTuibl NaYFs/Yb/Tm,
NaYF4/Yb/Er, naxonsuiuecs B kyonueckoi (ayib(ha-) U rekcaroHanbHoil Oeta-¢ase. [Iporecc pocra
KPHUCTAJJIOB KOHTPOJIMPOBAJICS MO U3MEHEHUIO X crieKTpoB DJI B ankoHBEpCUH HETOCPEACTBEHHO
B mpouecce cuHTe3a. I[lomydeHHbIEe YacCTHIBI TMOKPBITHI OpraHUYecKoi OO0OJIOYKOH Ha OCHOBE
OJICMHOBOM KHCIOTHL. Iloka3aHO, 4TO € MCIOIB30BaHUEM MIUPOKONOJIBHOM Y D-0NTUYECKOU
MHUKPOCKOIHMU U KOH(OKAIBHOW MUKPOCKOITMHM MOXHO ONPEAEIATh pa3Mepbl U (HOpMy HAHOUACTHUIL
B auamazoHe oT 300 M. Mpbl monaraeM, 4YTO HCHOJB30BAaHUE KOH()OKATHHOTO ONTUYECKOTO
MHUKPOCKOMa C OOBEKTHBAMH, OOJIAJAIONIMMK OOJIBIICH YHCIOBOW amnepTypod (Hampumep, ¢
NA =1,5) u nmepexon k 0ojice KOPOTKOH JIMHE BOJHBI 248 HM IMO3BOJUT MPOBOJUTH AHAJIH3

HaHOKpHCcTawoB ¢ AuaMeTpom ot 200 HM 1 MeHee.

baaropapHocT
PaGorta BbImonHeHa mpu (UHAHCOBOM mMoanepkKe MHUHHMCTEPCTBA HAyKHM W BBICILIETO
obpazoBanust PO B pamkax rocynapctBeHHoro 3aganus OHULL «Kpucramiorpadus u poroHnKa»
PAH B uactu wuccinenoBaHus (OTOTIOMHUHECLHEHTHBIX CBONCTB (TOPHIHBIX HAHOKPHCTAIIOB,
JIETHPOBaHHBIX peaKo3eMeNbHbIME 31eMeHTamMu 1 PODU (rpant Ne 20-07-01038) B wactu cunTe3a
HaHo(pochopoB. ABTOpHI BbIpaxaroT OnarogapHocts [.B. Mumakosy, /[.H. Kapumosy, B.B.
['pebeHeBy 3a MOMOIIb B NMPOBEJCHUN HKCIEPUMEHTOB. B paboTe Hcmoab30Banoch 000pyaoBaHHue

[lenTpa komnekruBHOro nonb3oBanus @HULL «Kpucrtamnorpadus u poronnka» PAH.
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