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TEXHUKA IIOJJYYEHUA YJIBTPATOHKUX CPE30B
n3 IOJJUMEPHBIX MATEPUAJIOB

K. X. Pasuxos, I'. C. Maproea

B macroamiee Bpems O6onbpImmoe 3HaueHme npuobperaeT NCHOAb30BaHME
METOJa YJIBLTPATOHKUX CPE30B A HBYYEHHA CTPYKTYPH NOJIMMEPHHX MaTe-
PHAJIOB 3JIEKTPOHHOMUKPOCKOIATECKEM, HIEKTPOHHOIPaPHIeCKEM I APYTAMHA
Meropxamu. Toruaiimme cpesH ([0 COTHX [OMel ) MOKHO MOIYIHUTh HPH I OMOMIHA
YALTPAMEKDOTOMOB, B KOTOPHX OCYI(ECTBASETCH TePMOIeCKaA PeryiampoBKa
mopagn o6sekra [1—3]. Ilpumenenne yIpTpaMBKPOTOMOB B DA3INIBHIX 00iaa-
UTAX HAYKA a0 HEHHHE CBeNeHMs O TOHKOH CTPYKType MHOTHX BeIIecTB
[4—10]. '

B HacTosme#l cTaTbe ONmHCHIBAETCA NIPEMEHCHWE MeTOAAa YIbTPATOHKAX
Cpe30B Ajid MCCAefOBAHMA CTPYKTYpPH MOAEMEPOB ¢ MOMODIbI0 YABTPAMHEKDPO-
roma tama Sjostrand Ultra-microtome LKB-Producter. BexepcTeme amactma-
HOCTH DOIMMEDPHHX MaTepHaloB IOJIyTeHHe TOHKHMX cpesoB 3artpyaHeno. Ilo-
8TOMY Pa3paboTKa METONUKE NOJTYYEHUS YIbTPATOHKHX CPe30B HMOIMMEPHBIX
MaTepHaZoB HPeiCTaBIAeT 3HAYUTEILHLDE naTepec. Hamu Orma paspaboraHa
TaKad METOOUKA [NA HW3YYEHAA CTPYKTYDH TOHKHX LOJAMEDPHHX BOJIOKOH
(mmamerpom 15—20 p), TONCTEIX MOHOBOJIOKOH (muamerpoM 0,5 mm m BEmIE),
a TaKKe ILIGHOK.

Texauka MOMYyYeHASA YIBTPATOHKAX CPE30B COCTOHUT U3 CHOIYIONUX OCHOB-
REX 3TanoB: 1) sakpenienue 06HEKTOB WCCHEIOBAHNA; 2) IOATOTOBKA 00BEKTa
K pesaHmio; 3) IPHTOTOBICHNE HOMkeH M 4) moproroska npubopa u pesanme.

1. 3akpenienne OGBEKTOR HCCICKOBAHMS

Tark rak mccremyeMsle HAMH OOBeKTH DpPeliCTABIAAAE COO0H TOHKHE BOJOKHA, MOHO-
BOJIOKHA M IVICHKH, 'T0 Heo0xoAamMo Gmio WX TpefBapATelbHO 3aKPeNNTh B Kakroi-mnbo
cpege. HeoGxoppmo Griro mofoOpars omruuecKH NOpo3paunyio (faske LW GonpmAx yse-
nEYeRAAX) cpeny. TAKOM Cpefol CIY:KAM IONAMMED M3 CMeCH MOHOMEeDPOB H-OY rAil- ¥ MeTHII~
merakpuiaaros {11]. las oumcTRE MoHOMepOB H-6yTHN- ¥ METHIMETaKPHIATOB OT CTabm-
JA3ATOPOB (THAPOXMHOH M JAP.) JY9Nie WCHONL30BATh BAKYYMHYIO IEPEeTOHKRY.

Merogura [11], mcmonb30BAHHAA IVIA GHOAOTMIECKMX OOBeKTOB, OHUIa HM3MEHEHA C
yYeroM CBOMCTB IONMMEPHHX MaTepuanoB. C 2TOil Heipi0 OPUrOTABIMBAJIN CMECh YKasad-
HHX MOHOMEDOB B COOTHOINEHAN 4 : 1 1A jKeCTKAX 00BeKTOB (BOJOKHA PAa3IAIHOTO BACKO3-
HOTO KOpJia, paMM, XJIOiKa, 9HABTA, aHUAa, JaBcaHa, Tedona 1 ap.) mau 3 : 4 aas Golee
3IIaCTAYEHX IOJAMEpPOB (NONNKAIPOaMuf, NOJMIPONEJEH, HOAWSTUNEH W Ap.). 3aTeM B
CMecH PacTBOpsIN Ge3BofHYI0 TepeKuch OeHzomaa B KoamdecTBe 1—2 Bec. 9.

JAna ‘3akpemesns o0pa3lioB IOIWMEPHEX MATepHAlloB B IOJAMMepH3yeMOH cMecH
uX HeoOxonumo OHIIO 0coG0 HOATOTOBATH, YTOOH WOJTYIATH TOHKHe CPEe3H B PasiIMUHHX
HANPaBJIeHAAX NOANMEPHOTO MaTepHaza.

Tonkue pjeMeHTapHEE BOJOKHA MCCIEAYEMON HOIEMEPHONR HUTH YKI3NHIBAIHA Tapali-
JeJILHO APYT APYTY Ha HpeIMETHOM CTeKae. [JA 3TOro HATH pacdeCHBaid. 3arTeM o6pa-
3el[ NPOMA3HBANK pas30aBIeHHEEM pacTBOPOM MOHOZAMENICHHOTO AalleTaTa IeJIIN03K B
Meruienxaopuge. Ilgn BrCHXaHWE 06paBOBHBANACH TOHKAS INIACTHHKA, KOTOPYIO CHEMa-
JI¥ CO CTEKAR Hocle MoApeakn ee kpaes. OOKMYHO IpHroTaBIUBamM 3—4 TakWe IJIACTMHKMY,
KOTOpHE fajee HAKIAAHBAIM APYr HA Jpyra M CKIEHBAIN PAacTBOPOM MOHO3AMeI[eHHOTO
ameraTa LeJNI0N03H B MeTWIeHXJopupe. l1lpm aroMm cobiiofanm IapaielbHOCTh MERIY
BOJIOKOHIIAMH OT/IeIBHHX cjoeB. TakmM e cmocoGoM mnpurorasnuBaau 00DA3IEl = TOH-
KUX TOJMMEePHHX IJIEHOK.
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ToHKUE CJIOH MOHO3AMeU[eHHOTO alleTaTa Ue/LTION03H HeoOXOZHMEI, BO-IEpPBHX, KaK
CBABHBAOIIEE CPEACTBO, & BO-BTOPHX, M 3aMMTH 06pasmos 0T yCa KU DK HATPeBAHAR BO
BpeMsa HONMMEPH3ANAN. -

Ha pme. 1, a uso0pakeHa IIACTHHA, IPBTrOTOBICHHAA K 3aKpemiieHmio. TaKymo mia-
cTuRy (a B cIydae HOTHMEPHKIX MOHOBOJQKOH MM INICHOK TOJNIMHON Ooxee deM 0,5 mm
He[MOCPeNCTBEHHO CaMO MOHOBOJNOKHO HIH INIeHKY) HOMEINANM B KeJaTHHOBYI0 KalCyady
B TAKOM IIQJIOMEHWA, B KaKOM HeoOX0[UMO HOJAYYHTH Cpesn OT NOJIMMEPHHIX o6pas-
L[0B: TOPUBOHTANBHO, BePTHKAJELRO ¥ Iof onpefleleBREM yriom (puc. 1, 6). ITocre arero

' A

Prc. 1. CxeMa HOpPUTOTOBIEHHA TONNMEPHHX BOJIOKOH
K yILTPaMIKPOTOMHOMY Pe3aHMIO:

a — NJACTAHA, COCTOAMAA M3 TOHKHX BOIOKOH; 6 — PACIONIOKEHYE IOJUMEPHKIX

00pasmoB B »eJTATHHOBEIX KANCIONAX; 6 — jlep@areib ¢ 06pasmoM: 1 — Aepixa-

Telb; 2 — OJIOK 00pasna ¢ saKpemAwnluelt cpeoli; 3— NEpaMUaa U3 HCCHeLyeMo.
ro o6pasma (BUE cOOKY); 2 — BIJ NEPAMUNH U 3aKPEINIEHHOrO OIIOKA CBEPXY

J-dmm

AN, |

:ﬂuk

00pasnir sanuBaiE CMeCB0 H-GYTHNI- H MeTWIMETAKDHIATOB ¢ PACTBOPEHHOH B Heil me-
PeKHCHI0 Gemsomna. Hamcyins sakpeBany KPHIIeUKAMM W YCTAHABAMBANM Ha CHELEAIBHOR
TopcTaBKe, MO3BONIAIOMmMEH MX paBHOMepHO oborpeBath.- Ha omEy DOACTaBKY MOMKHO
GEIIO YCTAHOBHTH HECKONBKO NECATKOB Kameyld ¢ obpasmamm. OOpasms IporpeBain HpH
TeMmepatype 48—50° B Tedenue 35—40 wac. B pesyibrare HONydYATHCh TBepAe OIOKH,
KOTOPHE MOKHO pe3aTb ¢ IOMONIBX) YIABTPAMHKPOTOMA.

3daMeTuM, UTO MSBECTHH U JpyT¥e BUH 3aKpPelIAIOHIAX. CPeACTB, B TOM WHCJe IOJH-
apuprrre cmomsr [12, 13], a Taxke cmoco6 saKpemtenma 00pa3nos HoJ . fAeicTBHEM YIb-
TpaduomeToBOTO UsNydeHus [14, 15].DTH CIIOCOOK OPEACTABIAIOTCA HeYAOBIETBOPATEIBHKMA
ANA BCceX HONMMEPHHX MaTepHaloB, 0O ¢ OFHON CTOPOHH HDONNPUPHEE CMOJH HEHOC-
TATOYHO UPO3PAYHH W IPOYHH, & C APYroil CTOPOHH YAbTpadHONeTOBHE JY4YH HAPYHIAT
CTPYKTYPY HEKOTOPHIX HCCHEAYEMEIX IOJMMepHEX 00paslioB.

2. Iloproropra o00'BEKTA K pe3aHUIO

Ilocae monHOro 3aTBepAeBaBUA O0BEKTa MCCAELOBAHMA B IOJEMEPH3YEeMOA CMeCH jKe-
JATHHOBYIO 000N0UKY y[AaJANH, NpeJBaPHTEILHO CMOYHB €e BOJDI.

Baor, cocroAamuii U3 McCAeAyeMOro o6pasna u coNOMNMepa, 3aKPelIANR B AepiaTene
obpasma. Ilocae aToro Ha TBepHOM 0J0Ke BHPe3adu IeTHPEXI'DABEYI0 PaBHOCTOPOHHIOK IH-.
paMmay, Coflep/Ralyio McCheAyeMElit 00BEKT M 3aKpeILIAI0IYIO cpefy. B ToM cayuae, Koria
3aKpellIANcA GoNbLINON mOMUMepHHIL 00pasel B Bue TOJICTOTO MOHOBOVIOKHA, INTACTHHKA
AR OTHeNbHOTO KycKa (Toamumoil Gonbme deM 0,5 seum), THPAMANA BHPE3ANaCh MCHIIIO-
upTeNLHO W3 HCCIefyeMoro obnexra.

Bo Bcex ciyuasx HOATOTOBKHU 06pasia X pe3aBni0 3HAUNTeILHOe BHUMAHHE YAEAAIOCH
pasMepaMm nupamupan. Ecau moxuMepHH MaTepual KeCTKHAM, BEICOTa HXPAMAL PABHAIACEH
0,3—0,4 wmm, a ogEa cropoHa ocrHoBaHEHA 0,4—0,5 mm; ecad ke OH MATKEM, TO BHICOTA WH-.
pavuan papHAAacs 0,2—0,3 mw, a ofHA cropona ocHosamHms 0,4—0,5 mm. Ha pue. 1, ¢
M 2 IOKA3aH BHJ DupaMujL cOOKy W cBepXy. IlmpaMmpm BHpesann IPH IOMOINM OCTPOTO

_JesBHA Top, HabmiofienmeM B Mukpockone MBC-2 mpu ysenmuenunm 32X . PasMepm numpamn-
JIN OIpeRedsN Ipu GONbPmNX yBeamdeHuax. Ilocile NpUroTOBIEHNA NHPaMHEIN JepKaTelb
¢ 00pasmoM XpaHWJIU B SHCHKATOpe HAJ XJOPHCTHM KAaJbIueM.

3. Ipurorosiaenne Hokei

Jins momyueHMA TOHKMX CPe30B HA YIABTPAMHKPOTOMe IPHMEHSIYM CTOKIAHHES HOMH,
Cxeflyer 3aMeTHTh, WTO~B 3aBACHMOCTH OT CBOHCTB 06heKTa HeoGxomuMo momobparts Crekna.
€ OIpefelNeHHOH TBepAocThio. Hamu MCHOIB30BAHK CTeRIASHHHNE IIHTH (pasMepom 200 X
X400 ww) TONMUHEON 5—6 Mm ODPHKOBCKOIO CTEKOJBLHOIO 3aBOJA.

Homxu npurorasauBanu clepyommM o6pasom. CHadalna HOBEPXHOCTL CTOKAAHHOA
OIUTH TPOTHDATH MapJeil MIu MepKajeM, CMOYEHHEIM B STIUIOBOM . CHHpTe, RIA OYHCTKU
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Puc. 3. a — Mukpodororpadua TOHKOI CTPYKTYphl Opu

eHTHPOBAHHOTO KPHCTANINYEeCKOTO BOJOKHA SHAHTA; 6 —

MIKPOH{paKINOHHAsA KapTHHA TOHKOI CTPYKTYDPHE OpPHEH-
THPOBAHHOTO KPHCTAJJIHYECKOr0 BOJOKHA OHAHTA

Pue. 4. Mugpodororpadusa chepoiutos, nHabaoAaeMEX B
KAlPOHOBOM BOJIOKHE

BHCOKOMOJIEKYAAPHEE coelHHeHHA, Nt ©



TexHuKa NOAYUEHUS YABMPAMOHEUL CPEBOs NOAUMEDOS 915,

OF /KAPA U APYTUX HOCTOPOHHEX BellleCTB. 3aTeM Ha IVIUTY CTeKJA0Pe30M HAaHOCHIIHA IITPUXH 1,
IOJIOMAB TOHKEI CTAILHON CTep/KeHD (AMaMeTpoM 2—3 m.a) HOJ MTPUX HA ILIUTe, AABIJIN
Ha Kpasg CTeKJIA Jepe3 Pe3WHOBHIN MucT. TakuM HyTeM CTERAAHHYIO INIATY PasiaMEIBAJIN HA
Sonee yskae HoIMOCH pasmepoM 100 X 200 s (cM. puc. 2, a). Ilocae sTOro mo KpasM Of-
HOH IMHHON CTOPOHEL WONOCH CTEKIOPE30M HAHOCKIM KOPOTKHe INTyOGOKIe MTPAXM ¢ MH-
TepBamoM oKoNOo 40 s, Ilof HEX HOAKTANBBAIE OJUH KOHE METAJINTeCKOTO CTEPHHA.
Hagasngpaa pyKaMu Ha CTEKIAHHYIO IIOJOCY Yepe3 Pe3iHOBELI JAMCT, TAK jKe KaK 910 OHH-
CaHO BHIIe, ee Pa3laMHBAIN HA MajeHbKHe KycKd pasMepom 40 X 100 . (cm. pmc. 2, 6)..
Ha Kampgsl MaleHBKZI KYCOK CTeKJa CTEeKJI0pe30M HAHOCHIN TapajiedbHO pacmo-
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Puc. 2. CxeMa N3rOTOBIEHUA CTEKIAHHHX HOMKeH [UIA yJABTPAaMHKPOTOMA:

a — pasilaMEIBaHHE CTEKIAHHON NMIMTH HA MeIKHE CTeKIfAHHHE MOJNOCH (MC —

MeTAJIMYeCKUH CTepeHn); 6 — pasllaMHBAHUE CTEKJIAHHON MONOCH HA MajeHb-

KHPe KYCKA; 6 — BMI CTEKJIAHHOIO KYCKa pasMepoM 40 X 100 st ¢ HAHECEHHRIMHE

Ha HEM DHUBKAMM; ¢ — CTEKJIAHHHH HOx; P — Hambojiee GJarompMATHAS PEXY-
mas 9acTb OCTPUA HOMKA

JIO}KeHBHe IPYT K [PYTy He OYeHL TIy0oKue pHaKH moj yIioM 40° U BHINe K Kpaw CTERAa.
3aMeTuM, 9TO PHBKM He NO/KHH JOXOBUTH N0 Kpas CTeKja, KaKk B5TO IIOKA3aHO Ha
prc. 2,6. Jlomycraerca m Goxee oCTPHIH Yrod, ecan pemerca Gomee Markuil oGpasen, m, Ha-
obopor, Gomee Tymoil yroi, Korja pesKercsa Goliee MecTHHiT ofpasel] moJmMepa.

CreRIAHANA KyCcOK ¢ HaHeCeHHHIMM HAa HeM DH3KaMH 3aKPeIIAiH B JBYX PYYHELX
THCKAX TAaK, YTOOK puaky GhAN MeRAY TrCKamMu. OCTOPOSKHO pPACTATHBAML THCKA PYKaMH,
KYCOK cTeKJa pPaspHBAJH Ha TAK HA3KHBAaeMEe «CTCKISHHHe HOKH». BDHONHWH BUJ OCTPHSA
HO4 MOKa3aH Ha pHuc. 2, 2. Mecto, Hanbollee GmarompusTHOe AJNA pesadus, 0003Ha-
YeHO dYepe3 P.

Jas oleHEM HOMK, NpeABAPHTENLHO 3aKPeINIeHHHH B Jep:KaTelle YILTPAMUKPOTOMA,
IPOCMATPHBANA OOJl MHKPOCKOIOM PN GOKOBOM oCBemenuu (yBenmdenue 30X ¥ BhIIe).
Y BoBl1eTBOPHTEIBHLIM CYHTAICA CTEKIAHHEIH HOMK TOTZA, KOTMA B TeMHOM IIOJIe BHICBEIMBA-
©TCA Pe)RyMasd 4acTh B BU/Je TOHKOH NpPAMON JIWHWW IpH OTCYTCTBHM 3a3yGpPHHOK.

CTeryIfSiHAEIe HOMKE XPaHATCA J0 MOMEHTA WX HCIOIB30BAHNA B SKCHUKATOpe HAJ XJI0-
pucThiM Kagenmem. Jloiroe xpaHeHHe CTEKIAHHHIX HOMKelt Jarke B SKCHKATOpe He
PEKOMeHAYeTCA, TAK KaK HOM 3aTyIJIAeTCA M CTAHOBUTCA HEIIPHTONHLIM IS Pe3aHus HOIH-
MepHHX 005eKTOB. I[09TOMY IPMXONUTCH MATOTABINBATEL CTOKIAHHEE HOKH HEOCPEICTBEH-
HO Ilepefi UOJNydYeHWEM CpPE30B.

4. HMoproroBra npuGopa u pesaume

Tlocie M3TOTOBIEHMA HOMKeH ¥ DHPAMUZH HA YILTPAMUKPOTOME YCTAHABIWBAIOT
ofpasen M CTeRJIAHHLIN HOK, OpUdeM 3apaHee IPATOTABIABAT M3 JeHKODIACTHPA WIO-
JOUKY» LA COOMPAHMA CPe30B HA HOBEPXHOCTHU JRUAKOCTH. B mammmax pafoTax B KadecTBe
TaKON MKUAKOCTH ORI mCIOaB30BaH 200, -HHIl BOJHEIN PAcTBOp STHJIOBOTO CLUPTA.

OnpcanHas B WHCTPYRUMH OpHGOpa METOAUKA pB3AaHHA OHIa RECKOALKO M3MeHe-
Ha C Y4eTOM CBOMCTB TeX MJM HHHX HOJWMEpPHHX MaTepnayioB. HanpuMep, BO BpeMa pe-
3aHAA CHJIa TOKA, OPUMEHIEeMOTO AJA NPOrpeBa PacHIUDIIONIEroCA CTEp;KHS, K KOHIY KO-
‘TOPOr0 IPUKpeIieH [iepKareab obpasna, OHIa pasiwyHa Kak IR OJHOTO M TOTO 3Ke, TaK
1 JAA pasHEIX 00bekToB. Eciam B Hauasie Ipoliecca HofaBajica ToK cmioit 0,5—0,6 a, To
npu DOAY4YeHMH CPe30oB 13 6osee TOMCTOM HaCTH HUpPAMUMH CHJAa TOKA HPUMEPHO PaBHA-
qace 0,7 a. B cayuae pasamuHIX 10 JKECTKOCTH HMOJMMEPHEX 00BHEKTOB Iogava ToKa OCy-
IMeCTBIANACE PAa3INIHEM 0GpasoM.

Onacagde MOJMMEPHBIX CPE3OB

HaM ypamock HONYYUTH TOHKHE CPe3H U3 MHOTHX IPHPORHEIX U CHHTETHIECKHX IIOMHK-
MepoB. Tommuuy Homy4aeMHX Cpe3oB OHpefedsanyu Ho waBectHoMy [16] cmocoly. Cpesw,
IONy4eHHEe HaMU, B OCHOBHOM HMeJXH TOAMUHY ~ 200 A u Benne. Ofunaxo s Golee dia-
CTHYHHIX IOJHUMEPHHX MaTepuaioB (BOJOKHA WOIUIPONMIEHA, IONWATHIEHA U Ap.) IONY-
vann Gojlee TONCTHe cpesk. Ho Ax Tonmuua GhIa YIOBIXeTBOPUTEILHON MIA CTPYKTYDPHEIX
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HCCHeNOBAaHKH. VIBTPATOHKA® CpesH NOJHMEPHHX MAaTeDHaNoB GHIM M3yUeHH BIeKTPOS-
HOMEKDOCKOIIHYECKAM, A& TAlKe OJeKTPOHOTpadEYecKEM MeToHaMM.

Ha pmc. 3, 2 DoKasana TOHKas CTPYKTYpa OPHeHTHPOBAHHOTO KPHACTANIAYECKOTO BOJO~
KHa bHaETa. DTa tororpadudeckas kKapTurHa HDodydeHa Ha ofpasiie, CPe3aHHOM B HANpaB-
JIeHUW OCH BOJIOKHA. MMKpoamdpaKIMoHHaA KapTHHA STOTO ke YIacTKa ofpasna HoKasaHa Ha
puc. 3,6. Ha BKI. Memay crp. 936—937.

Ha puc. 4 uzobpasien NPoRONBHEIT TOHKHHE Cpe3 W3 OPHeHTHPOBAHHOTO KaIlPOHOBOTO
BOJIOKHA, HA KOTOPOM MOMKHO BaMeTHTH cepOImTHYIO CTPYKTYpPY*.

ABTOpH BHpaKalT HCKDEHHIOI Gnaronapnoc'n, B. A. Bepec'rneny 3a mro~
NOTBOPHOEe o0CYy:XIeHMe MaHHOH paloTEHL.

Brisoant

1. PaspaGoTana TexHHKAa HOJydYeHWS TOHKHEX CPe30B HA OCHOBE IOIEMEP-
HHX MarepraidoB. OmmEcana MeTOAMKA IPHUIOTOBIEHZA 00PAasuoB U cHocoba
MSTOTOBIEHAA CTERIAHHHX HOKell [UIS WONydYeHWS YJILTPATOHKHEX CPO30B M3
IOJEMEPHEX MaTepHaNOoB.
2. IlpuBeneHsl HEKOTOPHE MEKDOCTDPYKTYDHBIe (OTOrpadEM KpPHECTaITH-
yecKUX 00pasnoB DHAHTA W KAIPOHA, TONydeHHHE HA OCHOB® YJIbTPATOHKHX
CPe30B.
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TECHNIQUE OF PREPARING ULTRATHIN SECTIONS OF POLYMERIC
MATERIALS

K. EKhs-Razikov, G. SfMarkova
Summary

The technique of preparing ultrathin sections of polymeric materials for electron
microscope and electron diffraction work has been described. Some photographs of enanth
and capron fibers have been presented.

* Muxrpodororpadun m MurposupAKIEOHHAA KAPTHHA CPe3oB GEUIM MOmyYeEH CO-
sMecTHO ¢ B. A. BepectessM, [leTaibHbie PesybTaTH McCAefoBanni GynyT omyGrmrosa-
#H B OiamsRafimee BpeMA.



