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ATOMHYIO CTPYKTYPY BEIIIECTB MO/KHO HCCIEI0BATE € TOMOIIBIO TU(PAKITMOHHBIX PEHTTEHOB-
CKMX MeTOfIOB. JIJIsl 9TOT0 MCIIOIBb3YIOT PEHTTEHOBCKHE TUPAKTOMETPHI, KOHCTPYKIIHSA KOTO-
PBIX BKJIOYaeT ABa INIaBHBIX KOMIIOHEHTA: UCTOYHHUK PEHTI€HOBCKOI'O HU3J/IyYE€HUSd U I'OHHO-
MEeTp, COIEp:KAIUi JeTeKTOP PACCEeSHHOT0 U3JIydeHWs. B IleHTpe rOHMOMeTpa TOMEIaioT
ZepsxaTelh oOpasiia (KI0BeTy) ¢ UCClIeyeMbIM MaTepuajIoM. B mpomecce yriioBoro ckanuposa-
Hus 00pasna u JeTeKTopa PErruCTPUPYIOT TAK HA3hIBAEMBIN JAU(PPAKIIMOHHBIN CIIEKTP, OTPa-
JKAIOIINH CTPYKTYPY U3y4aeMoro BerecTsa. McenenoBanne, 00beKTaMu KOTOPOTO MOTYT OBITh
KPHUCTA/UTMYECKHE TIOPOIIKH, aMOp(HbIe, HAHOKPUCTAUIMIECKAE W YACTHYHO KPHCTAILIN-
YecKkre 00pasIfbl, OCHOBAHO HA TaK HasbIiBaeMou cxeme Bperra — Bpenrano (0 — 20-ckanupo-
BaHWE), UCIOIB3YIONIEH PACXOIINEcsT PeHTTeHOBCKHE IyYKH, MMaJaiolie Ha TOBEPXHOCTh
obpasiia. OT0 IPUBOAXT K TOMY, YTO YACTO BMECTE C OTPAKEHHUEM OT HCCIEAyeMOro 00beKTa
B JIETEKTOP IIOIAIAET U PACCETHHOE M3JyYeHHe OT KIOBETHI. IIpy MCCIe[oBaHuy OTUKPHC-
TAJIJIOB PACCESHUE OT KIOBETHI HE CHJIBHO UCKAKAET TUMPPAKIIMOHHBIN CIIEKTP 00pasia B CHILy
3HAYUTEIHHON HHTEHCUBHOCTH KPUCTAIINYECKHX pediekcos. B ciayuae amopdHbIX BEIecTs,
HAHOKPHUCTA/UINYECKUX W YACTUYHO KPUCTALIMIECKUX OOBEKTOB TAKOE PACCEAHHOE U3Iyde-
HUE MOKeT ObITh CDABHUMO C U3JIyYEHHEM OT UCCIELYyEeMOro O0bEKTa, YTO 3HAYUTEIHHO 3a-
TPYAHSAET U3y4eHne CTPYKTYPhI o0pasia. [IpuBeeHs! pesyIbTaThl NCIIOAb30BAHNSA CTAHAAPT-
HBIX KIOBET, NPHIAraeMbIX K IIHPOKO MPUMEHSIEMBIM PEHTTEHOBCKAM IU(PPAKTOMETPaM
(D500, D5000 (I'epmarmusa), D8 ADVANCE (I'epmanus) u JJTPOH (Poccust)). Ocoboe BHIMA-
HUE y/IeJIeHO UCKAKEHUI0 PEHTITEHOBCKUX CIIEKTPOB KIOBETAMU U3 IUIACTUKA WA aMOP(HOTo
KBapIla B CIy4ae M3y4eHUs aMOpP(HBIX, YACTHYHO KPUCTAUINUECKUX U HAHOKPUCTAILIAIE-
CKux 06pasroB. [IpemoKens! crenuanbHble KIOBETHI, HE IA0IHe COOCTBEHHBIX OTPAKEHUN
¥ He UCKAKAIINe TU(PPAKIIHOHHBIE CIIEKTPhI H3yUYaeMbIX O0BEKTOB, — CBOETO POia OIITHYE-
CKM€ 3aTBOPBI i1 (POHOBOTO paccesHus. Takue KIOBEThI PEICTABISIOT COO0H MOHOKPHUCTAI-
JIMYECKHe TUTACTHHKN OCOOON OpHMEHTAINH C IWIHHIPUYIECKUMU YIIIyOJIeHUsAMHU s 06pas-
IIOB. OI_[eHeHbI IIpeuMyImnecrsa MOHOI{pHCTaJILHOﬁ KIOBETHI U3 KPEMHHA B CDABHEHUH C ILIac-
THKOBO, ITOCTaB/sieMol i audpaxromerpa D500, mpu uccremoBanuy aMopgHOro o6pasiia.
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The atomic structure of substances can be studied using X-ray diffraction methods. X-ray
diffractometers contains X-ray source and goniometer with a detector of scattered radiation. A sample
holder (a cuvette) with the material under study is placed in the center of the goniometer. The diffrac-
tion spectrum which represents the structure of the sample under study is recorded upon angular
scanning of the sample and detector. Study of crystalline powders, amorphous substances, nanocrys-
talline and partially crystalline objects is often based on the Bragg-Brentano scheme (6 — 20-scanning)
with divergent X-ray beams irradiating the entire sample surface. Scattered radiation from the cuvette
can also enter the detector and affect the recorded diffraction spectrum. The aforementioned distortion
is rather weak for polycrystalline samples due to strong intensity of crystalline reflections. However,
when studying amorphous substances, nanocrystalline and partially crystalline objects, contribution of
the scattered radiation can be compared with the radiation from the sample and thus interfere with an
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unambiguous determination of the sample structure. The results of using standard cuvettes for X-ray
diffractometers D500, D5000 (Siemens), D8 ADVANCE (Bruker) and DRON are analyzed with a spe-
cial attention paid to distortion of X-ray spectra attributed to the use of cuvettes made of plastic or
amorphous quartz when studying amorphous, nanocrystalline and partially crystalline samples. Spe-
cial cuvettes, being a kind of optical shutters for background scattering, which do not distort the dif-
fraction spectra of the objects under study are developed: single crystal plates of a special orientation
with cylindrical cavities for the samples. The advantages of a single-crystal silicon cuvette compared to
plastic cuvette usually supplied for D500 diffractometer are estimated when studying an amorphous

sample.

Keywords: structure control methods; x-ray analysis; diffraction analysis; amorphous structure;
nanocrystals; partially crystalline structure.

PaspaboTka u cosgaHme HOBBIX MAaTEPHAJIOB
(amopHBIX, HAHOKPHUCTAUIMIECKUX, YACTUIHO KPH-
CTAJTMYECKUX W Mp.) TPeOYIOT PA3BUTHSI W COBEp-
[IIEHCTBOBAHUSA METO[OB UX HCCIEIOBAHUS.

Kax usBecTHO mpHU PEHTreHOCTPYKTYPHOM aHa-
Jn3e CyIiecTByeT mpobieMa pasfiesieHus BEIAJ0B B
paccesiHre PEeHTTeHOBCKHUX JIydel oT obpasiia u aep-
skaTena (KoBeTbl). B aMOp(HBIX M YaCTUIHO KPH-
CTANTMYECKUX MaTepuaaax Benwka aons auddys-
HOTO paccesdHus; B HAHOKPHUCTAIMIECKHX 00pas-
11ax, 0cOOEHHO IIPH pasMepe HAHOKPHUCTAJLIOB B He-
CKOJIBKO HAHOMETPOB, MHU(MPAKIHOHHAS KapTHHA
MOKeT OBITh YPE3BBIYAMHO ITOXO0KA HA COOTBETCT-
BYIOILLIMH CIIEKTP OT amopduoi daser [1]. daxe mpu
6osrbilieM pasmepe HaHOKpucTaLIoB (5 — 10 HM) Ha
PeHTTeHorpaMMax MPUCYTCTBYIOT MIMPOKHE OTPaKe-
HUS, B psfie CIydaeB MPEJCTABIAIONINEe CO00# Cy-
TIEePIIO3UITNI0 HECKONIbKMX MHUKOB [2], WHTepIpera-
IUA KOTOPBIX TpeOyeT 3HaAHHE MOJIOMKeHHUT, POPMBbI
¥ TIOMYIIIHPHUHBI KQKI0T0 13 pedpIeKCoB.

B macrosimmee Bpems B mudppakToMeTrpax THIIA
D500, D5000 (®PT"), D8 ADVANCE (®PI") u cepun
I POH (Poccusi) ucmonb3yoTcsi KIOBEThI U3 ILIACTH-
Ka WU IUIaBJIEHOTO KBapIia — aMop(gHOTO MaTepua-
na. IlosTomy Ha peHTreHOrpamMMmax IIPHCYTCTBYIOT
nudppysHbIE MAKCHMYMBbI, COOTBETCTBYIOII[E KIOBE-
Te. B 3aBucuMocTH OT mcciemyeMoro obpasiia mpH-
CYTCTBHE TAKUX MAKCHUMYMOB 3aTpyAHAET (IpH dac-
THYHOM HAJIOKEHWH Ha OTPAKEHHUs OT 00pasiia) uin
IIOJTHOCTHIO MCKJIIOYAET BO3MOKHOCTH KOPPEKTHOMU
MHTEPIIPeTaIiy Pe3yIbTaTOB.

Ilenr paborel — paspaboTKa CIEUATBHBIX
nep:xarened (KioBeT), He OAIOIUX COOCTBEHHBIX
OTPAKEHWH W HE HCKAKAMIIUX TU(PPAKITHOHHBIE
KapTHUHBI.

Ha puc. 1 nokasaub! craHmapTHEIE KIOBETHI, HC-
MOJIb3yeMble B PEHTTeHOBCKUX Iu(paKkToMeTpax
tura D500 u [IPOH 4-7.

Krosern! mis mudparromerpos tuma D500 cume-
JIaHBI W3 TPOYHOTO IIJIACTUKA W WMEIOT pasMepbl
50 X 50 mm. J[vameTp LEHTPATLHON yriryOIeHHOH
gactu — 25, rmyouna — 2 mM. Krosera myist mudpax-
tomerpoB JIPOH usrorosiena 13 miaaBaeHOTo KBap-
114, ee BHEIIHUH AMaMeTpP COCTaBiIsieT 36, BHyTpeH-
HuM — 28 MM, TIyOuHA MEHAETCI B 3aBUCUMOCTH OT

neps:xarens B mpemenax 1 - 2,5 mMm. HemocraTkom
sBJISeTCA IPHCYTCTBHE HA PEHTTeHOorpammax maud-
dysubix orpaskennii or kioBer. Kpome Toro, cras-
JapTHbIE KIOBETHI TPeOyIT 6GOJBIIOro o0beMa HC-
cIeIyeMoTo MaTepuasa, 4To 3aTpyAHAEeT aHaIu3 He-
00JIBIIHNX 00PA3IIOB.

s paspaboTKEM KIOBET, JHIIMEHHBIX OTMEYEH-
HBIX HEeJOCTAaTKOB, HCIIOJIb30BaJI MOHOKPHCTAJLIbI
KpPEeMHUS U ILUIACTHHYATOrO carndupa 60JIbIIIoro qua-
Merpa. CHauaza MCXOMHBIA MOHOKPHCTAI OPUEH-
THPOBAIN METOAOM Jlays Tak, 4ToObI cpes, IepreH-
MUKYJISPHBIA BBIBEIEHHOH OCH (MMapasuielbHO eMy
IIOTOM BBIPE3AJIH IIACTUHKH [JI KIOBET), 00ecredn-
BaJl HAWOOJBIIYIO ILIOIIAAb MOBEPXHOCTH W WMMEI
OPHMEHTAITNI0, MAKCUMAJIBHO OTCTOSIIYI0 OT JPYTHUX
PAIMOHHBIX KPUCTAILIOTPA(UIECKUX HAIIPABICHUH.
B sToMm ciyuae uckmouaeTcs MonagaHue B IETEKTOP
M3JIyYeHHUsI COOCTBEHHBIX MOHOKPHCTAIBHBIX OTpAa-
JKEHUM M «KPBUIbEB» OT OOKOBBIX oTpakenuit. [Ipu
BBIOOpE OpHMEHTAIIUH IOJIOMKKH YUNUTHIBAIUA TAKKe
pacxoauMOCTh IafaloIero Ha o0paser] IydJKa
(0OBIYHO MaKCHMAIbHAA PACXOTUMOCTH I 000HX
TUIIOB IuQ)PaAKTOMETPOB cocrasiser 3°). 3areMm C
IOMOIIIBI0 CeTKH Bymnbda u crepeorpaduueckoi
rpoeknuu (puc. 2) BpIbupaan Heo6X0auMoe HaIIPaB-
JIEHue Cpe3a U PaCCUUTbIBAJIXW BEJIUYHHY OTKJIIOHE-
HUS OT UMEIOIIENCsa OPUeHTAIMH MOHOKPHUCTAJLIA.

Ha crepeorpacduueckoi IpoeKIuu ¢ 0Cbi0, COOT-
BETCTBYIOIIEH OPUEHTAIINH MOHOKPHCTAJLIA, OIpe-
IeNSSIn «CBOOOAHYIO» 00acTh, HE COAEP:KAIIYIO
IPYTHUX PAIIHOHAIBHBIX KPUCTAJLIOrPa(pUIeCKuX Ha-

Puc. 1. Crangaprable KIOBETHI PEHTTEHOBCKUX IUQPAKTO-
metpos tumna D500 (a) u JIPOH 4-7 (6)



36 «3aBoackasn Jaboparopusd. [[marnocruka marepuanos». 2018. Tom 84. Ne 6

H iis . 5"
@;i; 178
. oy
73 a.
E._—-— -_-_:i
! 77 77
] 775 ® L
H L, ® ®
gess s ITa 103 f_’5

Puc. 3. Ilpumep BbIGOpa OpHEHTAUWM BEPXHEH IIOBEPX-
HOCTH KIOBETHI Ha ceTke Bynbda (a) u crepeorpaduueckoin
apoexiuu (6)

Puc. 4. Mosoxkpu-
CTaJTn4ecKas KIOBeTa
¢ yrirybaeHuemMm

npasienuit. ITocne sToro ¢ momorsio merona Jlays
BBIBOIM/IN HYKHYIO OPUEHTAINI0O B MOHOKPHCTAJLIE
U MEePIeHINKYIAPHO ed u3 00pasiia BhIpe3ain Iuia-
CTUHKU HYKHOH (POPMBI U pasMepa [ U3TOTOBJIE-
HUS KIOBET.

Ha puc. 3 mokasan npumep BbIGOpA OpUEHTAIUH
KIOBETHI Ha ceTKe Bynba u crepeorpaduaeckoi
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Puc. 5. Penrrenorpamma amopguoro o6pasua Fe,¢Si; 3B, Ha
TIO/IJIOMKKAX M3 IIJIaBJIEHOTO KBapia (1) ¥ MOHOKpUCTAIINYe-
CKOro KpeMHus (2)

MpoeKIuu (cTpeaKaMu 0003HAYEHBI TOYKH OPHEeHTa-
Uy KoBeThl npu HakaoHe ocu [001] B mampasie-
Huax [0 — 10] u [100] u ¢ yyeTom moBopoTa rpaHei
B COOCTBEHHOM ILIOCKOCTH Ha 7° COOTBETCTBEHHO.
EcrecTBenHo, BO3MOKHBI UM APYyrhe aHAJIOTUYHBIE
OTKJIOHEHWS ¥ OPUEHTAITHH.

Yr00BI IOIYYUTDH KIOBETHI JJIsI PA3IHIHOIO 00h-
eMa KCCIeyeMOro BellleCTBA, B HUX BbICBEPJIUBAIIN
NWTHHIPHIECKHe YIIyOJeHus PasHoro AuaMerpa u
rryounbl. Ha puc. 4 mokasana MOHOKPHUCTAJIHYE-
CKas KIOBETAa C YIUIyOJeHHEeM B IEHTPAILHON YaCTH
(KoBeTa HaAKeeHA HA KBapPIIEBYIO IIOIJIOWKKY, pas-
Mep KOTOPOM 00ecleunBall MPAaBUILHOE II0J0KEHNE
KIOBETHI HA CTOJIMKE TOHHOMETPA).

C moMoInbi0 TakKWX KIOBET Jajiee HCCIeLOBaIHA
CTPYKTYPY PAaa aMOP(HBIX U YACTUIHO KPHUCTAJLIH-
yeckux MmarepuasioB. Ha pwuc. 5 mpencrasieHa au-



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2018. Tom 84. Ne 6 37

dparxrorpamma obpasna Fe;sSi;3Bg. uddysusbrit
makcumym I (20 = 52°) coorBercTByeT amopdHOM
(hase yrazaunHoro cocrapa, a AU Qy3HbIIA MAKCHMYM
I (20 = 15,5°) — orpakeHue OT KIOBEThl — HE CBs-
3aH ¢ obpasmom. BugHo, 4TO B ciiydyae KIOBETHI U3
MOHOKPHCTIJIMYECKOT0 KpeMHus (KpuBasg 2) Ha
PeHTreHorpaMMax IPUCYTCTBYIOT OTPAMKEHU TOJb-
KO OT o0pasiia.

Takum o6pasom, B pesyabraTe HCCIEIOBAHUS
MPUMEHEHUs KIOBET PA3HOT0 THIA s amopd-
HBIX, HAHOKPHUCTAIIMYECKUX, YACTUIHO KPUCTAJIIIH-
YECKMX M IIOJHOCTBI0 KPHUCTAUIMYECKMX 00pAasIloB
YCTAHOBHWJIH, YTO TIPU AHAIN3E CTPYKTYPBI KPUCTAI-
JINYECKHUX 00pasiioB C pasMepoM KPHCTAIIOB Ooiee
500 HM BO3MOKHO WHCIIOJIB30BAHHE KIOBET JII060TO
THIIA, TOCTABJISEMBIX C PEHTTEHOBCKUMHU TUQPAKTO-
Mepam¥ (38 HUCKII0YEeHHEeM CIIy4aes, KOT/a mapaMerp
PeIlleTK! IPHUCYTCTBYIONIEH B 06pasile KpUCTAIN-
yecKoM pasel, wiu (pas, JOCTATOYHO BEJIHK, YTOOBI
YacTh OTPaKEHWH OKasajlach B YIJIOBOM 00JacTH,
COOTBETCTBYIOIIEH OTPAKEHUIO OT KIOBETHI U3 ILJIAB-
JIeHOoro KBapia wiu mwiactuka). [Ipu uccneqoBanuu
CTPYKTYPBI aMOP(HBIX, HAHOKPUCTAIINIECKUX HIIN

YACTHYHO KPHUCTAINIECKUX 00pasIioB HEOOXOIHUMO
MPUMEHATh MOHOKPUCTANINYECKHE KIOBEThI, He
nmamone coOCTBEHHBIX OTPAIKEHWM W HE WCKaXKa-
oImux AUQPaKIUOHHYI0 KapruHy. llpemcrasieHn-
HbIe TIOMJOKKH ¥ KIOBETHI M3 MOHOKPHCTAJIOB
CHEeIUANTBHON OPHUEHTAIUN ITO3BOJISIOT IOJIHOCTHIO
ycTpaHuTh POHOBOE U3IydueHHue (KpoMe HEKOTepeHT-
HOTO WU3JIydeHUusd, CBOMCTBEHHOIO BCeM MarTepua-
JlaM), BBICTYIIad B POJIM OIITHYECKUX 3aTBOPOB [3, 4].
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