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HCCIENOBAHNE KPUCTAJVIN3AIINA ITOJIUIPHAPA
C KAPBOPAHOBBIMHU I'PYIIIIAMU B OCHOBHON IIEITH

B. II. JeGeoes, T. M. Babuunuyep, H. H. Bexracosa,
A. I'. Konaposa, A. A. Heanrxun, B. B. Kopwax

O0HapyseHo, 9T0 moauaup Ha OCHOBRe M-KapBOpPaHAMKApGOHOBOH KE-
CIOTH M 'MAPOXMHOHA CIIOCO0EH K 00Pa30BAHMI0 KPHCTANIHIECKEX CTPYKTYD.
HKpucramiusauua monusupa H3ydeHa MeTOLOM 2JeKTpOHorpadHH, >mMeKT-
POHHOII MHKpPOCKONHHM U peHTrenorpadmu. HalifeHBl ycioBMA KpHCTANIH3a-
UK o aMop@HU3ammM; MOKazaHo, 4To Hamboisee sPPeKTHUBHO MOAMMep KpH-
CTAJIM3YeTCA B IPHCYTCTBHH DPAJZA OpPraHMYecKHX BewlecTB. OIpexeeHsl
CTeMeHN KPHCTAIJIMIHOCTH OGPasmoB M IJOTHOCTH HOJAMMEpa B pPasTHYHBIX
$a30BEIX COCTOAHMAX U LOJNYIEHH MHRPOZHPPAKIHMOHHLIE 3JEKTPOHOT PAMMBL
MOHOKPHCTAJIOB, Ha OCHOBe KOTOPLIX MOACYMTAHEI MapaMeTphl adeMeHTap-
HOIl adeiikm,

B mocmepmHee fecATHieTHe CHHTE3UPOBAHO GONBITOE KOJIHYECTBO IOJIMMe-
POB, cofieprammx KapGopaHoBble IPyNOBL B OCHOBHON menm [41, 2]. Beegenue
3THX I'PyNI B GONBIIMHCTBE CIYYaeB MOBHINAET TePMHYECKYI0 YCTONYMBOCTD
DOJMMEPOB, a TaKKe IIOMOKUTEIBHO BJIMAET HA HX TEeXHOMOTHYECKHe H JKC-
IIyaTanmoHHbIEe CBOICTBA. B To ke BpeMsa paGoT 110 HCCIEOBAHUIO CTPYKTYPb
KapGopaHOBHIX IOJUMEPOB He UPOBOSHUIOCE, B CBA3M ¢ YeM HAMH NPeANPHHATO
BIIEKTPOHOTPAHUeCKOe H HICKTPOHHO-MHKPOCKOOMIECKOe HUCCIeloBaHHe Off-
HOTO M3 MPeACTABUTedel KapGOpaHOBEIX MOMEMEpOB — MOAH3PHpa Ha OCHOBE
M-KapGopangurap6oHoBod KucaoThl n ragpoxmEoEa —{(—COCB, H,,CCOOC,—

4 n .
TToanmep cHHTe3UPOBAH METOXOM AKIEOTOPHO-KATANMTHYECKON NONMUKOHIACHCAIMH HH-
XJIOpaHTHAPHEA MX-KapOopaHAHRKAapOOHOBOH KHMCJIOTHL M THAPOXHHOHA [2]. Nnp 0,5%-HOTO
o (=]
pacrBopa B JIM®DA cocraBaser 0,20-0,49 dsfe. ModeryusapHEI Bec obpasma ¢ Ngp =

=02 da/2, oupefedeHHbIT MeTOTOM cBeTopaccesHus, paseH 10000. TemmepaTypsl crerio-
BaHHAA U Pa3MATIeHAA MOAHOCTEI0 aMopdHOro o6pasma, onpefielleHHbIe H3 TePMOMeXaHIIye-
cKoll KpuBOH, cocTaBiasior 150 u 200° cOOTBETCTBEEHO.

IlonuMep ycroiiunmB K AefcTBHIO BHICOKHX TeMIeparyp: MpH HaIDeBAHII HA BO3TyXe
CO CKOPOCTHIO 4,5 2pad/mun po 400° morepu B Bece He mpeBnimamnT 5%. [omumep pacTBo-
paerca B JM®A, TI'Q, xmopodopMe, MeTHIeHXJOpUAE, AEXJIOPITaHE, TETPAXIOPITAHE,
HETPOOEH30]E.

Penrrenorpagimueckoe H3yueHHe KPHCTANLIN3YeMOCTH KapGOHOBOro IOJM-
agupa, XapartepHOH OCOOEHHOCTBI) HCCIEIyeMOr0 IOQIEMepa ABISETCA ero
CIOCcOBHOCTD K KpncTaiansannd. 113 peakniuoHHON cpeqbl HOJMUMep O0CaKHaeTca
B BHAE TaCTHYHO KPUCTALIMYIECKOTO MOPONIKAa, AMOpP{HH30BATH IIOPOIIOK MOK-
HO KpaTkoBpeMeHHbIM HarpeBanueM mnpm 280—300° ¢ mocxeayomuMm GhICTPEIM
OXJIasKIeHueM B Je/AHOI Boe UIN B KUAKOM azoTe.

Penrresosckue mcciegosauua o0pasmes, aMOPQU30BAHHHEIX U 3aRPHCTAN-
JAM30BAHHBIX PA3IHIHBIMU cIIoco0aMu, TpoBonmiu HA AudpartoMerpe ¥ PC-501
¢ Cuk,-nsnyuennem um guddepenumansubiM Guastpom. Hpusele pacnpememre-
HIf HHTeHCHBHOCTH PeHTIeHOBCKOTO paccednmus [ (pue. 1) MoOKasniBaioT, 94TO
amMopdHBIH TorUMep EMeer rano ¢ meHETpoM 28=15,5° (kpuBas I), xkpucTai-
JH3AIKA MOJUMepa MPHBOAHUT K TOABIEHMIO UeThipeX pedileKcoB ¢ IeHTPaMH
20=14, 15,5, 17 u 20° (xpusag 2). C 1OBBIMEHHEM CTEHEHH KPUCTAINI-
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Pme. 1. KpmBEle pacmpefeleHAA MAETEHCHABHOCTM PEHTTEHOBCKOLO PACCEAHAR AnA aMopd-
HOro 06pasna (I) B 06pa3uoB, 3aKpPHCTANNM30BAHHBIX Ha 20 (2) m 55% (3); moscHenns
B TeKcTe
Puc. 2. OmpefiefieRHe CTelleHH KPHCTALAMIHOCTH ofpaamos monmsdupa:

a — cXeMa onpelneyieHdsa KOODAMHAT dKCHEDHMEHTAAbHBIX TOYEK, 6 — TpafyupoBOYHAA LIKAAA,

S0 Sa00
= 102, K= -102

55_270 §—270

HOCTH WHTEHCHBHOCTb 3THX pedIeKCOB pacTeT, a HOAYIUNPAHA YMEHBOIAETCH
(xpuBas 3). KonmuecTBeHHYVIO ONMEHKY CTeNeHY KPMCTANINYHOCTH MPOBONAIN
no merony I'epmanca u Beitguurepa [3]. B coorserctsum ¢ aTo#t MeTommKOIM
Ha gamppartTorpaMmme (pmc. 2,a) BEGpPaHBl [Ba Y4YacTKA ¢ IeHTPAMH
20=20(S2.) m 11° (Si10), mIOIag® KOTOPHIX MOMKHO CYHTATH IIPOIMOPINO-
HAJIbHBIMA HHTEHCHBHOCTAM DacCedHHs TOMBKO (MiM IIaBHBIM 06GpasoM) KpH-
CTAJIAYeCKON B aMop(HOi YaCThI0 COOTBETCTBEHHO, 3JHAYEHUA IIOMIafeil STHX
YYACTKOB [JIA PpA3NAYHBIX 06pasmoB, OTHECEHHBIE K CYMMADHOH ILTOMIARH
nuparrorpaMMsr B maTepBame 20=5—27° (S;_s.), NpHUBefeHH Ha pHC. 2,6,
Ha KOTOPOM HOCTPOEHa [PAfyMpOBOYHAA INKAJNA KPUCTANIMYHOCTH TAaKUM 06-
pasoM, 4TO IepeceueHHe NPAMOl, IPOXOAAMEed dUepes SKCHePHMEHTANBHEIE
TOYKH, ¢ OChHI0 alCIHCC, COOTBETCTBYIOT IOJHOCTBIO aMOpP(HOMY, a ¢ OCHIO Op-
[IAHAT — MOJHOCTHI0 KPUCTALIMYECKOMY o6pasmy. CremeHb KPACTANIAIHOCTH
KaKIOr0 06pasna OmpegesseTca IO MOJOKEHHI0 COOTBETCTBYIOLIeH eMy TOIKU
Ha TPafYyHPOBOIHOM Irpaduke.

C Ueablo BHIABIEHHA YCNOBUIt KPHUCTAINM3AOME M aMOpdH3amuu MOPOMKO-
0GpasHblil TMOMEMep NOABEpPrajd MIOCHeJ0BATENbHO BO3AEHCTBHIO MAPOB Opra-
HEYeCKHX BeINecTB, NIPOrPEeBY HA BO3AYXe M B BAKyyMe, KPOMe TOTO, IIOPOIIOK
HepeocaskIaji M3 pasimdHbIX pacTBopoB. [nA (DUKCHpPOBAHHA CTPYKTYPH,
IONYYeHHOW IIyTeM OT;KHWra, OOcie NpoIpeBa TOMUMED Pe3Ko OXJIarKIaad
B JNefAHOH BOZe W@ KuZKOM azoTe. CTemeHb KPHCTANIHYHOCTH OLOpPefeNsaH
TaKKe H [JiA MJIEHOK, OTIHTHX U3 PACTBOPGB.

ViaMepennsa morasaid cilefylolmee.

1. KprcramnuunocTs mopomixa noamaupa, B3ATOrO TOTYAC MOcie CHHTE3a,

o6eraH0 coctasiager 20—30%, KpmcraamMYHOCTH MAEHOK, OTIHTHIX M3 PACTBO-
pa —40—-50%.
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K crarve B. II. Jebedesa u dp., k crp. Y57

Puc. 3. Y.exrtponntie mMurpogoTorpaduu kapfopanororo moamadmpa:

a — aMopdrasa IUleHKa, 0 — IUIeHKA, 3arpucrajusosautad B uapax TX9, e — MOHOKPUCTAI W
MUKpOAMGPAKIMOHEAA 9JIeF IPOHOrpaMMa M ¢ — KOJUIANC KpUCTAJLIa
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Pac. 4. Tunel MAKPOPPAKNMOHHEIX 3IeKTPOHOTPAMM KPHCTAIOB TOXHAPHpa:

a — ceyeHue OGpaTHOM pemIeTHH ILIOCKOCTbIO hR(, 6 — cedeHme 0GpaTHOU pelUeTKM MIOCKOCThIO, MPO-~
xofameit epes h00 mox yriom 38° K OiockocTR hk0, @ — cedeHune OGPATHON pPEmIETKH ILIOCKOCTHIO,
NpoxXofALueit wepes 00 mox yrinoM 38° K miockocTH hkO

2. Tepmmueckan oGpaGorka mpm 100—200° ma BO3AYXe M B Bakyyme ju6o
He H3MEHAET CTeleHb KPUCTALIMYHOCTH, Ju(0 NPHBOAMT K HEKOTOPOMY ee
cumrenuio. [Iporper mo 280—300° ¢ mocaeaymomeii saraikoii B lefAHOH BOJXe
WM JKEJKOM a30Te NPHBORUT K aMopdHsanum nojumepa. TemomepaTypa mnmam-
IeHMA KPACTAJJIMUTOB cocTaBiadeT ~ 280°,

3. Kpucrammsanua AMeeT MeCTO B TMPHCYTCTBHE IAPOBR PARA OpraHBYe-
CKUX BeIUIecTB HHMce TeMIepaTypHl CTeKIoBaHNA moamMepa. [ammnle TypGomm-
merpugeckoro turpoBamEa 0,1%-HEX pacTBOPOB MONEMepa ITHJIOBHIM CITHD-
TOM IO03BOJWIH PACIONO/KITE BeHIeCTBA, BHISHBAKLINE KPUCTANIMSAMMIC,
B CHeQyOINMi pAX [0 YMEHLINEHHI0 pacTBopawiued cmocobmoctu: TI'D,
OM®A — xnopodopM, MeTHICHXJIOPHS, RHEXIOPITAH, TETPAXIAOPITAH ~ TETHI-
PexXXJOpICTHIT yriepod, Gensosn. IlocienHwe [Ba BellecTBa He PACTBOPAIOT
moJuMep, HO Il He ARJAKTCA €ro ocafuTelaMH U3 pacTsopos. Hpucrammasyo-
mag cHocOOHOCTh BeLeCTB HE 3aBHCHT OT HMX pPACTROPANOIEd CIOOCOOHOCTH,
Tak, waMepeHns MOKA3AJMUH, 4TO MAKCHAMAJLHAA CTeNeHbh KPHUCTANINYHOCTH,
JoCTHTaeMas IPH BO3HeHCTBMM IIApPOB BCero NPABEJEHHOTO BHINIe D2 Be-
mecTE, cocTapigeT ~45% . He BRI3BIBAIT KPHCTAJNUIANNIO MAPKL OcaguTeael —
BOJIEL, & TaKie METHIIOBOTO, STHIOROTO ¥ H3OIPOIHEIOBOTO CIHPTOB.

MexannaM KpPUCTAINH3YIOHIET0 AeHCTBUA IApoB OPraHHYECKHUX BelecTs
CBA3AH, HO-BUAUMOMY, ¢ IOBHIIHMEHMEM MOMBUKHOCTH MAKPOMOJEKYI B TPONEc-
ce uabyxanug moaumepa. IIpM 3TOoM OpraHmYecKde KPHCTAJUIKSYIOUNMe Bemle-
CTBa He BXOJAT B KPHCTANIMYeCKY pemerky moiumepa. Ha 9ro ykaswiBaer
Tor (PaKT, 4T0 HAPH BEUIECTB MOryT OHITL yHaleHH W3 00PAs3i[0B B BAKyyMe
6e3 CyMecTReHHOT0 CHIYKEHHMA CTeleHHW KpmcralnnmgHoctd. Hpome Toro, BEIAB-
JEeHA CINOCOOHOCTH BLI3BLIBATH KPHCTANAH3ANUI0 MONEMEpA ¢ KAYeCTBEHHO He-
H3MeHHOH AeGaerpaMMoii B PAJY BEI(ECTB OMHAKOT0 XMMHYECKOTO CTPOCHHSA,
HO CO BCE YReJHUNBAIIIHMUCA PasMepaMy MOJIEKYI

CH,Cl—CCl,~C,H.Cl,~C.H;,._.Cl,

JIAERTPOHHO-MHKPOCKOMAYECKOe M JAEKTPOHOrpaguueckoe HccreToBaHHe
noxmagupa. Cooco0HOCTE HCCIERyeMOro HONHIPHApA K KPACTANIH3ANNH COYe~
TAETCA ¢ HEBO3MOKHOCTBI0 OJHOOCHOU OpUEHTAINM HIeHOK BBHAY HX XpyH-
KOCTH, UTO 3aTPYAHAET MCIONB30BAHNE PEHTTeHOBCKOTO aHANN3A AJA A3yYeHHAA
KPHCTAIINIECKON CTPYKTYPHL. B cBABH ¢ aTEM Aad MCCIeROBAHUA CTPYKTYDEI
GBI OpHUBIEYEHE! METOAEl 3JIEKTPOHHOM MHKDOCKONHH U 3feKTPoHOrpadmum.
INeKTPOHHO-MHKPOCKOIHTeCKHe OOBEKTH TOTOBHAU B BHAJe TOHKMX ILIEHOK,
ormateix m3 0,5—0,25%-HBIX pacTBOpoB Ha cTekNMo uauM kpueramga NaCl,
¢ HCI0JIb30BaHHeM KPHCTAJUIHSYIOMETO NeiCTBEA NapoB OPraHMYecKHX Be-
mects [4]. ToEKHe NIeHKH HCCAeAOBAalH B 9IeKTPOHHOM MHKPOCKONE HA
IPOCBET C OJHOBPEMEHHBIM IIOJyTeHUEM MHKPORUPPAKUMOHHBIX KapTHH.

Ha puc. 3, a npeacraBnena Murpodororpagusa OiIeHKH, OTINTOH HA CTeK-
JAHHYI IUIACTUHKY, WOKDBITYI0 yriepoaHoii mopgmoxkoi, mus 0,5%-moro
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pacTBOpa mojMMepa B TeTpaxaoparane. HamimeoGpasHele CTPYKTYPhI, PasMepoM
0,3—1,0 mkn, Habmogaemste B MIenke, ABnATcA aMopdubimu. Ilpn BrfepKie
3TOHl IIEHKA B Napax TeTPaxJOpITaHa B TeueHHe 1 gaca mpd KOMHATHON
TeMIepaType MPOMCXOAMT KpHCTaamu3anms amopdusix crpyrtyp (pme. 3,6).

MoHOKpPHACTANbHbI XapaKTep ITHX 00pa3oBaHuil MOATBEP:KIAeTCA MHKPO-
nEdpAKIMOAHOHl KADTHHOH, NpeACTaBleHHoH Ha puc. 3, 6 (cM. BRIefKy K
crp. 971).

Ha GoxpmmiHCcTBe MHKPOAMMPAKOAOHHBIX IIEKTPOHOTPAMM KPHCTAJLIOB
nonmadumpa HaGmoZaeTca MecTh AYroo6pasHBIX peduieKcOoB, COOTBETCTBYIO-
IM{EX CEeUYeHHI0 00pPATHOI pelleTRH INIOCKOCTbIo hkO, ITH pedaeKch 06pasynT-
IPAMOYTONBHYI0 cerky ¢ mapamerpamu 2 = 11,4 u b =7,7A (pmc. 4, a).

B papge caydaes ymajioch 3apMKCHPOBATH 3JMeKTPOHOTDAMMBL, COOTBETCT-
ByIOMEe ADYTHM CedeHHAM obpartHoii pemierkm (pmc. 4, 6, 6), 9TO NO3BOIAET
HaiiTH Tpetmii mapamerp sdeiikm. IIpHaUHON THOABNEHUA JIEKTPOHOIPAMM
KOCHIX CeYeHHUi, MO-BHEHNMOMY, SBISAETCA KOMJIAUC KPHCTAJNOB B IIJICHKE,
dnexTponHas Murpodororpadus KOANANCHPOBAHHOFO KPHCTANia NpHBeleHA
Ha puc. 3, 2.

MeKImI0CKOCTHDBIE PaccTOAHAA pedlieKCoB MHKPODIIEKTPOHOTpAMM
u pudppaxrorpamm norHapupa

d, A
Haltmeno

hko

BIIeKTPOHHAA PEHTreHOT PAMMA BBIYMCJIEHO

Makponud parouA MOPOMKa

KPHCTAJLIOB
002 — 9,1 9,00
110 6,38 6,34 6,38
200 5,70 5,75 5,70
112 5,23 5,24 5,21
004 — 4,46 4,50
113 4,40 —_ 4,37
020 3,85 3,85
114 — 3,79 3,69
022 3,51 — 3,54

Hcnonarsya gaHEbIe TaGMUIBI M PACHOIOMKEHHe peieKCOB Ha 3JIEKTPOHO-
rpammax (pme. 4), GBI0 OIpOBefeHO HHINONpPOBAHKe pedaeKcoB.

JdmeMeHRTapHAA AUeiiKa NOJEMepa OKa3adach PoMOGHIECKOH ¢ MapaMeTpamu
a=114b=77unc=18,0A4.

9IeKTPOHHO-MUKPOCKONNYeCKHe KAPTHHHL AAIT BO3MOMKHOCTH NpeJIoda:
raTe, 9T0 B IpoIecce KpHCTaMIM3anuu moauadupa, coflepiKalnero KapOOpamo-
BEHIe TPYHNOEL B OCHOBHOH IleDH, HPOMCXOAHT CKIAZbIBAHHE MAaKPOMOIEKYJ.
Taxk, BEICOTa CTyDeHE MOHOKDHMCTalla, ONpeAeleHHAA 110 MEKpodoTorpadmam
OTTeHEHHHIX 0GBeKTOB, cocTaBigeT 60—70 A, pacuermaa [iMHA BHTAHYTOI
MaKpPOMOJNEKYIH ¢ MomeryJaapHbiM BecoM 10 000 cocrasager ~ 300 A, cxemora-
TeNbHO, IPHE DPACHONOMKEHHH MAKDPOMOJNEKYJI MepHeHJAKYIAPHO Ga3mCHOU
IIIOCKOCTH 00pa3oBaHMe CTYMEHIATOTO MOHOKPMCTALIA [OJKHO COMPOBOI-
JAThCA CKIANBIBAHAEM Hemeil.

IInoTHocTs mommadupa B pasnuUHBIX (a3z0sbIX cocToAHMAX. Kax msBect-
HO, OJOTHOCTH KPHCTALNAYIHXCA IOJIMEPOB MOMKET H3MEHATHCA B HEKO-
TOPHIX OpefefaX B 3aBUCHMOCTH 0T (Dazo0BOre cocTodHEA. JlIa m3MepeBHA
noTHOCTH Honmsdmpa B aMopdHOM COCTOAHME HCXONHEIA IOPOMEK00OpasHBII
mosmmMep Obln cmpeccoBaH mof fAaBaeHueMm 500 xI'/cm® npu 285°. Penrreno-
rpaguuecKn Takoil o6pasen OKasauCA HOAHOCTHI0 aMopdHEIM. 3HaueHHe MIOT-
HOCTH (i, OIpEeReJeHHOe TUAPOCTATHYECKMM B3BeMIHBAHIEM, COCTABUIO JUIA
mgero 1,172 2/ca®. IlnotHocTs monmadupa B 3aKPUCTANLIN30BAHHOM COCTOSHHM
onpefenAny Ha MCXOXHOM HopomKe (peHTreHorpadumueckas cTeneHb KPHCTAJ-
magHocTH cocTaBisna 27%) DUKHOMETPHYECKHM METOHOM ¢ BAKYyMIPOBAHM-
eM NKHOMETpa OpH CMeNIeHHH monAMepa ¢ MeTaHomoM. laMepermoe 3mawe-
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HEEe WIOTHOCTH O OKasajoch pasubiM 1,198 2/cu’. Pacuermaa mmotHOCTD KpH-
CTaJIJIOB, HCXOAA M3 DApaMeTPOB 3JIeMEHTAPHOH Adeilku noiamadupa, onpenens-
eTcs cooTHOmeHmeM 0,=0,3225 2, rae z — INCI0 MOHOMEPHBIX 3BEHLEB B AUei-
Ke. YUUTHBAA TaKikKe, 9T0 JOUKHO BBIHONHATHCS HEPABEHCTBO Ou==0>=(a, Ha-
xomaM 0,=1,290 2/cM® mpm z=4.

JomonHarTe 1bHON IpoBepKO# HAHAEHHBIX BeIMIMH MOXKeT ABATHCA CpPaB-
HeHOe 3HAYeHAA CTeIeHH KPHCTRJINYHOCTH, PACCYATAHHON M3 PEHTTEHOBCKUX
BaHHHIX k; u mo miaoTHOCTH k.. Pacaer mo dopmyne k.=p./p- (0—pa)/ (px—pa)
ang p,=1,172, p=1,198 u p.=1,290 2/cx’® mam suawenme k,=24%, uro maxo-
JUTCA B COOTBETCTBEHM ¢ PeHTreHoBCKuMu HaHHEIME k,=27Y%. Taxum oGpasoM,
HpoBeeHHOE ONpefelieHue CTeleHd KPUCTAIIWIHOCTH Hoimadupa moKasalo,
uro Hamboinee 3PQEKTHBHBIM CIOCOGOM KPHCTANIH3ATAE ABIAETCA BO3TeHCT-
BHE IapoB opraHnYecKknX BemecTB. CoBMecTHOe NpHMeHEHMe PeHTIIEHO- H
3eKTpoHOTPadUH [AI0 BO3MOKHOCTH HAMTH 5JeMEHTAPHYIO sS4efiKy u oImpe-
JIEINTh 3HATCOHHA IIOTHOCTEH MoiAMMepa B PasiHYHBIX (Da30BBIX COCTOSHHAX.

VHCTATYT 51eMERETOOPTaHAIECKEX MMocTynnna B pemaknuio
coexudennit AH CCCP 30 IV 1972
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