SN eKTPOHHBHWH MYyPpHAaADRn

MONOAEXHbIN HAYYHO-TEXHUYECKUN BECTHUK

Hzgatens ®IBOY BNO "MITY um. H.3. baymana”. 3n No. ©C77-51038.

V]IK 621.585

OCOBEHHOCTH NCCJUIEAOBAHUSA MOJJNO®UILTNPOBAHHBIX
JIEJOBBIX CTPYKTYP C HOMOLIbBIO
SJEKTPOHHOI MUKPOCKOITUU

Cenueepcmos A.B., cmyoenm

Poccus, 105005, 2. Mockea, MI'TY um. H.D. baymana,

Kagheopa «Xon00unvHas, Kpuo2eHHass MexHuKa Cucmemvl KOHOUYUOHUPOBAHUSL U
JHcU3HeobecneyeHus )

Ilpycosa /K.B., acnupanm

Poccus, 105005, e. Mocksea, MI'TY um. H.D. baymana,

Kageopa «Xon00unvHas, KpUOLeHHAas MeXHUKA CUCmeMbl KOHOUYUOHUPOBAHUS U
JHcuUzHeobecneyeHus )

Casunoe M.A., acnupanm

Poccus, 105005, 2. Mocksea, MI'TY um. H.3. baymana,
Kagheopa «Xon00unvHas, Kpuo2eHHAas MexXHUKA CUCeMbl
KOHOUYUOHUPOBAHUS U ICU3HEODecnedeHus.y

Hayunwvie pyxosooumenu:
Apxapos H.A., 0.m.H., npogheccop
Poccusa, 105005, 2. Mockea, MI'TY um. H.O. baymana

Tonuaposa I'.1O., 0.m.n., npogheccop
Poccus, 105005, 2. Mockea, MI'TY um. H.D3. baymana
crio@power.bmstu.ru

B nacTtosmee BpemMsi Ha BceX BEIYIIUX MUPOBBIX CLHOPTUBHBIX JIEAOBBIX apeHax BEIyTCS
paboThl MO YIYYIIEHUI0 (PU3UKO-MEXaHUYECKHX CBOWCTB JIEOBOTO MAacCHBA, BKJIIOYAIOIINE B
ceOs TEeXHUYECKOE COBEPIICHCTBOBAHME W ONTHUMH3AIUI0 pPabOThl WHKEHEPHBIX CHCTEM
(BOIOTIOATOTOBKH, KOHIUIIMOHUPOBAHUS U XOJOAOCHAOXKEHHUs), a TaKkKe MPsSMOe BO3JEHCTBUE
Ha CBOWCTBA JibJia MyTEM BBEIEHHUS B BOIY JJIS 3aJMBKU BBICOKOMOJIEKYJISPHBIX COCAMHEHUIA,
MOIUDHUIUPYIOMIUX €TO CTPYKTYPY.

HccnemoBanusi ~ MUKPOCTPYKTYPBI  JIbJla,  MOAU(PUIIMPOBAHHOTO  PA3TMYHBIMH
MOJIMMEPHBIMU  COCIMHEHUSIMU, C TOMOIIBI0 PACTPOBOTO KPHOIJIEKTPOHHOTO MHKPOCKOIA
npoBosATcs Hamied HayyHou rpymnmod ¢ 2010 roma [1, 2]. C momydeHMeM HOBBIX KJIACCOB

MOI[I/I(l)I/IKaTOPOB, MPpEBOCXOAAUX NPCABIAYIIUC MO CTCTICHU YJIYYHICHUSA XAPAKTCPUCTHK JibAA,
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noTpeboBaIoCch MPOBEACHHE CIEAYIOIEH CepUM  HUCCIENOBaHUN  MOIU(UIIMPOBAHHBIX
ITIOBEPXHOCTEH.

[IpencraBneHHble HUXKE HUCCIEIOBaHUS MPOBOAMWINCH C IOMOULIbIO  PacTpOBOrO
JIBYXJIy4€BOr0 3JeKTpoHHOro mukpockona «Quanta 3D FEG» ¢ paspemenuem 1,2 am FEG
(a1exTpoHHas myuika ¢ nojeBoi smuccuei) u 7 HM FIB (cokycupoBaHHBIN HOHHBIN My4YOK).
Taxoke cucremMa UMEeT BO3MOKHOCTh HCCIIEAOBAaTh 00pa3lbl B PEKUME «ECTECTBEHHOM CpeIbD»
(ESEM), 4Tt0 M mOCTYXMJIO OCHOBHOW NMPHYMHOW BHIOOpA NAaHHOTO MHUKPOCKONA B KayeCTBE
MHCTPYMEHTA UCCIIEIOBAaHUM.

[IpuHnun paboThl 3JAEKTPOHHOTO MHUKPOCKOMA 3aKIIOYAeTCsl B CIEAYIOMIEM: IMOTOK
AJIEKTPOHOB (POPMUPYETCSI B YCIOBUSIX BBICOKOTO BaKyyMa IPH IOMOILIHU 3JIEKTPOHHON MYLIKH.
OO6pazer; obOmydaercss SJIEKTPOHHBIM Jy4OM, BHYTPHM 0Opasia BO3HUKAIOT B3aMMOJICHCTBUS,
KOTOpbIE BO3JEHCTBYIOT Ha OAJIEKTPOHHBIH Jsyd [3]. OTu B3auMonmeHcTBUs U 3PPEKTHI
JETEKTUPYIOTCS U IpeoOpa30BhIBAIOTCA B M300paykeHHe. DJIEKTPOHbI IPOHUKAIOT B 0Opaszer] Ha
Malylo TyOuHY, TaK YTO 3Ta TEXHOJIOTHS MPUMEHHMA IMPH aHAJINU3€ TOMOJIOIMH MOBEPXHOCTH
00pa31oB 00bIX TUTIOB. OHA TAaK)KE UCTIONB3YETCS JUIsl OMPECTICHUS XUMUIECKON KOMITO3UITHI
MOBEPXHOCTHU 00pa3La.

[lonroroBka o00pa3noB JbAa Ui TPOBENEHHUS HCCIEAOBAHHUS  OCYLIECTBISIACH
CJIETYIOIUM 00pa3oM.

Ha »kcnepumenTanbHOM creHie B 4yamkax lletpu ¢ coOnrofeHHEM TEXHOJIOTHH
CTPYKTYpUPOBaHUS MOAU(UIIMPOBAHHBIX MAaCCHBOB Ha pealibHBIX apeHaX HaMOpPaXHBAIUCH
o0Opa3upl JbJa. 3aTeM OHHU IOMEIAIUCh B MOOWJIBHBIA XOJIOAWIBHUK C YCTaHOBJIEHHOU
temnepatypod MuHyc 19 °C, B KOTOpPOM TpaHCIOPTUPOBAIUCH O MECTa IPOBEIACHUS
HCCIIEOBaHUN.

HenocpencrBenno mnepex momelieHueM oOpaslia B MHUKpockom, duamku Iletpu ¢
MOJIU(UIMPOBAHHBIM JIBJJOM BBIHUMAIU M3 XOJOIMJIbHUKA, U3 UX CEPEAMHBI C TOMOIIbIO
pyuHoro Ttepmopexymero ycrpoiictea THERMOCUT 12/E  BwIpe3anuch KyOWKH Jibaa
pazMepamu 1x1x1 cm, KOTOpBIE cpa3y e yCTaHABIUBAINCh Ha OXJIAXKIAEMBbIi CTOJIMK B KaMepy
Mukpockoma (puc. 1). BpemeHHble 3aTpaThl Ha MOATOTOBKY 0OOpa3loB ObUIM TPEISITBHO

OTPaHUYEHBI JIJII MHUHUMH3AIMH TETUIONPUTOKOB K TMOBEPXHOCTU JIbJa, ACPOPMUPYIONTUX €&

CTPYKTYPY.
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mim | Lilt
mm | 0°

Puc. 1. Ob6pazen 1p1a B KaMepe pacTpPOBOTO KPUOAIEKTPOHHOT'O MUKPOCKOIIA

DKCIIepUMEHT NPOBOAMIICS B YCIOBUAX MHTEHCUBHOM OTKAuKH BO3yXa U3 KaMephbl, IpU
KOTOPBIX 32 HECKOJIbKO CEKYHJ JIaBJieHHEe B Kamepe manaino no ypoBHs 90 + 130 Ila, yto
COOTBETCTBYET COCTOSHMIO cpenHero Bakyyma. llomnepxanue BinakHocTu Ha yposHe 100 %
obecrieynBaeTcsi MyTEM MNEPUOIUYECKOTO O3HMPOBAHHOTO BIIPHICKUBAHMS BOJASHOIO Mapa B
pabouyro KaMepy MHKpPOCKOIA B IIpolecce paboThl BaKyyMHOro Hacoca. JlaHHble Mepsl
HalpaBIeHbl Ha MHHMMU3ALUI0 BEPOSTHOCTH MPOTEKaHMs IPOLECCOB CyOIMManuu TBEPAOH
¢a3bl (B HaIIEM cilydae JibJla) U UCTIapeHus KuKon (a3bl B ycinoBusax Bakyyma. [lapamiensHo ¢
3THM Ha OCHOBe JeiicTBus 3¢ddekra [lenpTbe ocymecTBIsIeTCs 3aX0NaXKUBAHUE MOIOKKH, Ha
KOTOpOI ycCTaHaBIMBAaeTCS HMCCIEAYeMBblid 0Opasell, W JOCTUraeTcs TemIeparypa MUHyC 25 +
munyc 27 °C.

B nanHOM mMccie[oBaHMM HaMH OLEHHBAJIAch HE TOJBKO TOMOJOTUsA oOpaslia, HO U
KOJINYECTBEHHBIN XUMHUECKUI COCTaB TOBEPXHOCTH.

BenencTBue ONMMCAHHBIX TEXHUYECKHX OCOOCHHOCTEH pabOThl MHMKpPOCKONA Ha
IIOJyYEHHBIX CHUMKax HaOJroanachk MOBEPXHOCTh oOpa3lia HE B €CTECTBEHHBIX YCJIOBHUSAX, a
BUJIOM3MEHEHHAs B PE3y/bTaTe BAKYyMHUPOBAaHUS MPOCTpPAHCTBA Kamephl. [103ToMy OCHOBHOM
3ajlaueil JTaHHOTO MCCIEI0BaHUsl OBLIO BOCCTAHOBJIEHHWE IE€PBOHAYAIBHBIX XapaKTEPUCTHK

MTOBEPXHOCTHOM CTPYKTYpBI JibJla IO U300paKEHUSAM, MOJYyYEHHBIM B XOJI€ dKCIepUMeHTa. [l
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peleHusl JaHHOHM 3a7a4v HeoOXOAMMO MMETh NpEACTaBIEHUE O Ipoleccax, MPOTeKarolluX B
KaMepe MUKPOCKOIIa BO BpeMs €€ BBIXOa Ha paboune XapaKTePUCTUKH.

Hamu 6bu10 mipeioxkeHo 4 rurnotesbl, O0BSICHSIONUE MTPOUCXOAAIINE Ha TTIOBEPXHOCTH
o0pasia sSBJIEeHUs U IPUPOYy BOSHUKHOBEHUS HAOJII0JaeMOI CTPYKTYPBHI.

CornacHo nepBoil rurorese, Ha MOBEPXHOCTH JibJa 00pa3yroTCs BCILIECKH KHUJIKOCTU
(BBeIEHHBIX MOAM(PHUKATOPOB), BBITSIHYTOH M3 MEXKPHCTALTMYECKOTO MPOCTPAHCTBA JIbJA TPU
MHTEHCUBHOM BaKyyMupoBaHUU. OJTHAKO HAa HEKOTOPBIX CHUMKAX, IJI€ BUJIHBI TPaHMIIbl 3EpeH
3aMETHO, YTO CTPYKTYypa, oOpa3oBaHHAs JaHHBIMM XpeOTaMu M BCIUIECKAMHU, HE IMOBTOPSET
TOYHO MX pacnojoxeHue. Ha HEKOTOpBIX ydacTKax MOBEPXHOCTH XpeOThbl pacrosiaratorcs Haj

MMOBEPXHOCTHhIO MOHOKpHCTAJLIA (pUC. 2).

L Rl S O G

‘ tilt ‘ temp ﬁumidity pressure

15.0kV |55 °|-25.0°C| 99.6% | 60 Pa

Puc. 2. IToBepxHOCTH MOIU(DUIITPOBAHHOTO JIbJA

B mporecce oTBoAa TEIOTHl ¢ OOJBIION CKOPOCTHIO B CHIy MaJOCTH oOpasia u
HEOOJBIINX Pa3MEPOB JAaHHBIX BCIUIECKOB BO3MOXKEH CIydail, KOTJa MOBEPXHOCTb BOJBI PE3KO
3aMEp3HET, COXPaHUB Ui JaibHeWIero HabmoaeHus «peibed» mporecca BCKUMAHUS. DTUM
MOXKET OOBSCHATHCS  CyIIeCTBOBaHWE 3a(UKCUPOBAHHBIX MPH TMOMOIIM MHKPOCKOIMA

o0pa3oBaHMii, pacpeaeNEHHBIX 10 TUIOCKUM ydacTkaM oOpasia (puc. 3).
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-7.0°C|10.1 mm SMA- Quanta 3D FEG

Puc. 3. [ToBepXxHOCTb MOIU(DUIIMPOBAHHOTO JIb/1A

Ha mony4eHHBIX CHUMKaxX TakKe€ XOpOILIO BUIHBI «XpEOThI», OKANMIISIONINE IJIOCKHE
Y4aCTKH MOBEPXHOCTU U MPEACTABIAIONINE COO0N MHOKECTBO BBIIICONUCAHHBIX BCIJIECKOB, HO
npuMepHo B 10 + 20 pa3 Oompmmx mo pasmepam. llpupoma naHHBIX «XpeOTOB» XOpPOIIO
00bsICHUMA, €CIM NpPEeACTaBUTh, YTO JIMHUM MX PACIOJIOKEHHUS TOKa3bIBAIOT T'PAaHHIIBI
MOHOKPHUCTAININYECKUX 3EPEH JIbJ]a, B KOTOPHIX JKUJIKOCTh TaK K€ MpeABApUTEIbHO BCKHUIIEINA.
Uro kacaercsa pa3MepoB BCIUIECKOB, TO B JIaHHOM Cjy4ae IpOCICKHUBACTCS aHAJIOTUS C
KHUIIEHHEM KHMJIKOCTU B IBYX cocynax pa3Hoi ¢popMbl: B OoJiee rIyOOKOM COCy i€ BCIIECKH BOJIbI
OyayT BbIIIE, T.K. My3BIPHKHU Mapa OyIyT BBIXOJUTH 4Yepe3 MEHBIIYIO IJIOLIA]b MOBEPXHOCTH
KHUJKOCTH; MPOIECC BU3yadbHO OyJeT MpoTeKaTh MHTEHCHBHEE. TO ecTh MpOolecc KUIEHHS B
Y3KOM  MEXKPUCTAJUTMYECKOM TMPOCTPAHCTBE SBJISETCS NPUYMHOM oOpa3oBaHus Oouee
MacCCHUBHBIX BCIUIECKOB, KOTOpPBbIE TaKXKE 3aMep3lid M COXpaHWIM CBOIO (opMy B mporecce
MHTEHCUBHOTO 3aX0JIaKUBaHUSI.

B pamkax Tperbeil rumote3bl HaOJIOaeMbI€ SIBICHUS OOBSICHSIOTCS MPUCYTCTBHEM
KaWUSIPHBIX KOJIeOaHUW B IUIEHKE KHUAKOCTH, oOpa3yroluelcs mpu MoATauBaHUU oOpasia. B
nporecce paboOThl KPHOAJIEKTPOHHOIO MHKPOCKOINA BaKyyMHBIH Hacoc co3aéT BUOpalmio,
KOTOpast MPUBOJAUT K BOZHUKHOBEHUIO KANWJIISPHBIX BOJH HA MOBEPXHOCTHU IUIEHKHU >KUKOCTH
no e& 3aMep3aHus. BcerenctBue 3TOro Ha - CHMMKax —HaOmogaeTcs  cBoeoOpasHas

I/IHTep(l)epeHHI/IOHHaﬂ KapThHa, MMoJiydaromasacsa npu BSaHMOﬂCﬁCTBHH BOJIH, KOJ'I36J'IIOH_[I/IXC$I B
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Pa3HbIX (ba3ax, KOTOPBIC MOI'YyT, B YAaCTHOCTH, HAKJIAAbIBATHCA IIPHU OTPAXKCHHH OT I'PaHUI]
MOHOKPHUCTAJIJIOB, YTO SABJIACTCA HpH‘IHHOﬁ Xa0TUYHOI'0, HCCUMMCTPUYHOTO PACIIOJIOKCHHA B

MPOCTPAHCTBE CTOSTYMX BOJIH U, KaK CIICJICTBUE, HAOIIOAaeMbIX HAMHU BCILIECKOB (puc. 4).

mag O | mode det WD HFW tilt
3000x| SE |LVSED|9.6 mm |85.3 pm| 52

SMA QUAN

Puc. 4. [ToBepXHOCTh MOIU(DUITUPOBAHHOTO JIb/1A

[IpornopunoHanbHas 3aBUCUMOCTb MEXIY pa3MepaMy BCIUIECKOB U PACCTOSHUSIMU MEKIY
HUMHU TaKKe XapaKTepHa IPOLECCY pacnpocTpaHeHHs BOJH. [Ipuuém, paccTosiHue MexIy
BCIUIECKAMHU, MCXO/sl U3 MOJYYEHHBIX CHUMKOB IIPOMOPLIMOHAIBHO pa3MepaM Beriecka. To ecTb,
JTAHHAs. TIOBEPXHOCTh TMPEJCTaBlsieT COOOW MHOTOMOJIOBYIO CHUCTEMY — CHCTEMY, CIIOCOOHYIO
K0J1e0aThCsl OTHOBPEMEHHO Ha HECKOJBKUX YacTOTax. XpeOThl BOZHUKAIOT NPU HATOKEHUU BOJH C
OoJIbIIEH JUIMHOW BOJIHEI, & MaJIble BCIJIECKH — BOJIH C OOJIBIIEH YaCTOTOM M MajIOW JYIMHOM BOJIHEIL.

Cornacio uetrBéproii rumnorese, [IAB, Bxomsdmme B cocTaB MOAU(DUKATOPOB H
NpeACTaBIAIOMME OO0 TONMMEpPhl C OOJIBIION MOJEKYISPHOM Maccoil, 00pa3yloT IpH
KpUCTAJUIM3AlMM JIbJ]d HAa €ro IOBEPXHOCTU KOHIIEHTPUPOBAHHBIA pacTBOp, OIM3KUIl IO
CBOICTBaM K HEHBIOTOHOBCKOM JXMJIKOCTH. JlaHHas TIMIOTE3bl MOATBEPXKIAETCS CXOACTBOM
HaOMI0TaeMBbIX HAa CHHMKAX BCIUIECKOB C OOpa30BaHUSIMH Ha TOBEPXHOCTH HEHBIOTOHOBCKOW
KUJKOCTH TPU HAIWYMM HEKOTOPBIX, Jaxe cia0dbix BuOpauumii. Uem cuibHee BHUOpaluu, Tem
CUJIbHEE [aHHBbIE BCIUIECKH, TE€M OHHU Oojee spKO BblpakeHbl. OCOOEHHOCTBIO BCILJIECKOB

HEHBIOTOHOBCKOM KUAKOCTH YaCTO ABJIAKOTCA OCTPBLIC KpasA IIOJIYHYAaCMBIX CTPYKTYDP, HOI[O6HBIX
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HaOJII0IaeMbIM Ha TPEJICTABICHHBIX CHUMKaX. CyIllecTBOBaHHE HEHBIOTOHOBCKOW KMIKOCTH Ha
IMOBCPXHOCTH JIbJla BO3MOXKHO, €CJIM BCIOMHUTDL, YTO HCHBFOTOHOBCKUEC KUJKOCTU UMCIOT B CBOEM
COCTaBE «TSDKENBIE», JIMHHBIE MOJEKYJIbl TOJMMEPOB C OOJIBIION MOJIEKYISIPHOW Maccoil u
y4ecTh, YTO BBOJMMBIC HAMHU B JIEN BEIIECTBA MPEJICTABISIOT COOOW MOJMMEpPBI TOTO K€ THIIA.
Takum 00pazoM, TpH KpUCTAJUIM3aIUK OCCKOHEYHO pPa30aBIEHHOTO pacTBOpa KOHIEHTPALUS
IFOCTCBBIX MOJICKYJI B IOBCPXHOCTHOM CJIOC MOXKET OBITE J0CTaToO4dHa JIsd O6pa30BaHI/IFI
HEHBIOTOHOBCKOM KUJKOCTHU, KOTOpass U 6y21€T SABJIATBCS HpI/I‘{I/IHOﬁ II0ABJICHUA Ha6J'IIOIlaeMI)IX
bopm.

[Tpu paccMOTpeHHM CHUMKOB YMCTOH BOJBI HAOIIOAAIOTCS TOJNBKO KPYIHBIE XpeOTHI,
pacrioyio’keHNe KOTOPHIX 0oJee YHNOPSJIOYEHHO M BHEIIHE HAIIOMHHAET MHOXECTBO ()POHTOB
BOJIH (pHc. 5). Her Menkux BCIIECKOB, KOTOPbIE UMEIOT HauOOJIbIIIEE CXOJCTBO CO CTPYKTYpaMu

HEHbIOTOHOBCKOM KUIKOCTH.

.

wuzﬂ]dity femp ssure HV r‘hag o tilt —— 10 um
100.0% |-22.8 °C| 100 Pa |15.0kV|5000x |52 ° SMA QUANTA 3D FEG

Puc. 5. IloBepxHOCTH HEMOAUPHUITUPOBAHHOTO JIb/IA

[TonmyyeHHbIE C MOMOIIBIO DJIEKTPOHHOTO MHKPOCKONA H300paXKeHUs YOeIUTEIbHO
JTIOKA3bIBAIOT HAJUYME IUIEHKU >KUIKOCTH HE TOJIbKO HaJl TPaHULIAMU MEXKPHUCTAIIMYECKOTro
MPOCTPAHCTBA, HO M Ha BCEHl MOBEPXHOCTU Jbjaa. [IpMUMH BO3HUKHOBEHHS 3TOM IIEHKU
HECKOJIbKO, B TOM YHCJE M TIOJIUIABIICHUE H3-32 TEIUIONPHUTOKOB OT BHEIIHEH Cpeabl, U

MMOHMKCHHUEC TCMIICPATYPhl KPUCTAJUIU3ALUN ITOBEPXHOCTHOI'O CJIOA KUJAKOCTHU H3-3a HAJIMYUA B
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Helt MmonudukatopoB U T.4. C TOUKH 3peHHUs YIyUIIEHUS CKONB3SIINX CBOIMCTB JIbJa, 3Ta MIEHKA
MOJIE3HA, T.K. SBJIACTCS JOMOJHHUTEIBLHOW CMa3KOW BO (PHKIMOHHON Tape «KOHEK - JIEI».
Onnako oOHa 3aTpyaHsET W3yYEHHWE CTPYKTYpPbl JibJla BCIEACTBUE MaJloil  TIyOUHBI
MPOHUKHOBEHHUSI DSJEKTPOHHOTO Jy4ya. HA TMOBEPXHOCTH JbAa. Takum o0Opa3om, dYTOOBI
OTpPEACTUTh Pa3Mepbl U FeOMETPUUEcKyt0 Gopmy 3EpeH HeoOXOauMO H30aBUTHCS OT IUIEHKH
KHUIIKOCTH, YTO TpeOyeT b0 pa3pabOTKH CIEHHATbHBIX TEXHHYECKHX CPENICTB, JINOO 3aMEHBI

MHCTPYMEHTA UCCIEI0BAHUS.
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