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1. PEHTTEHOBCKOE U3 TYYEHHUE
1.1. DaeKTpOHHAS PeHTreHOBCKasi TPyOKka

Hawnbosnee pacrpocTpaHeHHBIMH MCTOYHUKAMH PEHTIEHOBCKOTO U3ITyUYCHUS
B HACTOsIIIIEEe BpEMS SIBIISIFOTCS DJIEKTPOHHBIE PEHTI€HOBCKUE TpyOKu. X pabo-
Ta OCHOBaHAa Ha TEPMOVIEKTPOHHON IMHCCHUH, T. €. UCIyCKAaHHM 3JIEKTPOHOB
HarpeThIMH TeJlaMu B BakyyM. [lepBast Takast peHTreHOBCKast TpyOKka Oblia U3ro-
tosnera B 1913 r. V. . Kynmumxem (cM. puc. 1.1). IIpu TopMOKEHUH 31€KTPO-
HOB Ha OTHOCHUTEJBHO TSDKEJBIX SApax MaTepHaia aHoia npuMepHo 99% suep-
THH 3JIEKTPOHHOTO Iy4Ka (MJIM MOIIHOCTH PEHTTCHOBCKON TPYOKH) HJIET Ha
pasorpes aHona, a ~1% — Ha U3ITyYeHNE PEHTTEHOBCKUX (OTOHOB. [l OXmax-
JICHUS] aHOZAA B MOIIIHBIX PEHTTCHOBCKUX TPYOKaX HCIOIB3YIOT MPOTOYHYIO BO-
Iy, @ B MAJIOMOIIIHBIX — BO3AYIIHOE OXJIAXKICHHE.

TR

Puc. 1.1. Cxema 31eKTpOHHOU pEHTreHOBCKOH TpyOku. Ha Boab(pamo-
BYIO HUTh Tojaercsi HanpspkeHue Hakana (Uy), oHa HarpeBaeTcsi U HaYMHAET
UCITyCKaTh 3JIEKTPOHBIL. 3a c4eT BhICOKoro HarmpspkeHus (U,) Mexay Karomom
(K) 1 anoztoM (A) 3J€KTpOHBI YCKOPSIIOTCSL U BEIOMBAIOT M3 aHOJIa PEHTTEHOB-
ckue (GoToHbl. I ero OXJaxIeHWs aHOAA WCIIONB3YETCsl TMPOTOYHAsl BOAA
(Win: Wout)

Ecmu Bes sHeprus snersmero anekrpoHa (E) tpanchopmupyercs B nsmyde-
HHE, TO ¢ yueTtoM E = hv u A = /v, 3Hauenue JumHbI BoaHbI A = he / E, rme h —
nocrosHHas Ilnanka, ¢ — ckopocTh cBera. Beipasum E yepes nmpoussenenue 3a-
psima snekTpoHa (e) u pazHoctd moreHnmanoB (U), Torma ¢ ydeToMm 3HaYCHUH
IIOCTOAHHBIX BCIINYHUH:

A = 12396/ eU. (1.1)
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B 3TOM ypaBHEHHHU pa3MEepHOCTh 3HAMEHATEJNs AJICKTPOH-BOJIBT, a pa3Mep-
HocTh A — A (10 A = 1 um = 107 ). ITonyueHHoe 3HAYCHHE A HYXHO MOHH-
MaTh, K&K MUHHUMAJIbHYIO JUIMHY BOJHBI CIUIOHIHOTO (MJIM TOPMO3HOTO) CIEK-
Tpa. Ecnu 5IeKTpOH NpOJETUT MUMO S7Ipa, TO MOTEPSsieT JIMIIb 4YacTh CBOEH
SHEPTHH, a OCTAILHYIO TepelacT CIeNyIoIuM atoMaM. Kakaplid akT morepu
SHEPI'HHU BEICT K U3Iy4YeHUI0 (POTOHA C ONpeae/icHHON sHeprueil. B pesynbrate
BO3HUKACT HEMPEPBIBHBIN CIIeKTp (cM. puc. 1.2).

I,

/—_\-’

0 0,2 0,4 06 0,8 A A

Puc. 1.2. CnekTpsl TOpMO3HOTO H3IYUYCHHS BOJIH(PPAMOBOTO aHOMA, ITOITY-
YeHHbIE TIPH Pa3INYHBIX HAIPsDKCHUSX PEHTIeHOBCKO# TpyOku U,. Ilpu yBe-
myeHny U, HIKHSS IpaHMIia A CMEIIaeTcs B CTOPOHY Oosiee KOPOTKUX BOJIH,
IIPY 3TOM YBEJIMYUBACTCS HHTCHCUBHOCTD M3Iy4eHHMS (IUIOIIAIb O KPUBOIT)

1.2. XapakTepucTuieckoe u3jIy4eHue

XapaKTepHCTHUECKUH CIIEKTP BBI3BAH KBAHTOBBIMU IEPEXOAAMH 3JIEKTPO-
HOB Ha HIXKeJexane o00704kd. JIMHWM, COOTBETCTBYIOIIME IIEpexonaM Ha
caMylo HIXKHIOIO, T. €. K-000J109Ky MMEIOT caMylo OOJBIIYI0O WHTEHCHBHOCTD.
Wnpekco o, B u 1. 1. npu K (manpumep, KP) o3Ha4ar0T ¢ Kakoil UMEHHO 000-
JIOYKH TEepEeCKOUYMI 31eKTpoH — L, M u 1. 1. coorBeTcTBeHHO. Tak Kak sHepre-
THUYECKHE YPOBHHU JIEKTPOHA, COOTBETCTBYIOIIUE TITABHOMY KBAHTOBOMY YHCITY
N, pacieruieHs! Ha 2N + 1 cocTosHMA, BOSHUKAIOT AyOieTsl. B HIX cooTHOIIE-
Hue uHTeHcuBHOCTeH muaud |Ko/IKa, = 2/1 3agaHo YUCIIOM DJIEKTPOHOB Ha
COOTBETCTBYIOIIMX YpoBHiIX — 4 U 2. HezaBucumo oT MaTepuasia aHoAa CIEKTP
W3JIyYeHHs] PEHTT€HOBCKOW TPYOKH BBITJISIIUT IPUMEPHO TaK, Kak MOKa3aHO Ha
puc. 1.3.
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Puc. 1.3. XapaxTepHblii CHEKTp PEHTTeHOBCKOW TpyOku (ciema). Cmpasa -
CHEKTpP M3Jy4YCHUS] PEHTTCHOBCKOM TPYOKH ¢ MOJIMOAEHOBBIM aHOAOM (BEPXHSS
KpuBasi): 1 — 3aBUCUMOCTh KO3 duiieHTa nornomenus Zr; 2 — cKayok Morio-
meHust; 3 — puibTpoBaHHOE Mo-H3IyueHHe

CepuiiHble PEHTTCHOBCKHE TPYOKH, UCTIONB3YEMbIE B PEHTICHOrpaduu KpH-
CTAJIIOB, M3rOTABIMBAIOT C OrPaHHUYEHHBIM HabopoM amomos: -V, **Cr, *Fe,
27C0, 28Ni, 29Cu, 42M0, 47Ag, W (BepXHUH WHICKC yKa3bIBaCT ATOMHBIN
HoMep Z). JUIMHBI BOITH 3KCIIEPUMEHTAIBHO H3MEPEHBI C TOYHOCTHIO 10 107 A
(cM. Tabu. 1). Ecnu ny6net Ko , He pacuieruisercs,, To Ipy IPOBEJCHUH pacye-
TOB UCIOJNIB3YIOT BEMHUUHY Acp = (2Aka1 + Aka2)/3.

Tabnuma 1.1.
JIMHBI BOJTH XapaKTEePUCTHUCCKUX JIMHUHM HauOOJIee pacpoCTPpaHECHHBIX
PEHTTECHOBCKHX TPYOOK

AHop Akt A koo, A Aeps A Mg, A
Cr 2,28973 2,29365 2,29104 2,08489
Fe 1,93604 1,93997 1,93735 1,75660
Co 1,78900 1,79283 1,79028 1,62083
Ni 1,66169 1,65784 1,66041 1,50010
Cu 1,54059 1,54443 1,54187 1,39223
Mo 0,70932 0,71361 0,71075 0,63230
Ag 0,56378 0,55936 0,56231 0,49701

B kauectBe (QMIBTPOB TacsAIIUX [3-COCTABIAIONIYIO XapaKTEPHUCTUICCKOTO U
9acTh TOPMO3HOTO W3IYYCHUS UCIONB3YIOT TOHKHE (ONBCH W3 MeTaa,
MMEIOIIET0 aTOMHBIN HoMep Ha 1-2 meHbine Z aHoma. Tak, HuKeneBas (oibra
tommuHoi 0,023 MM ymeHbIaeT cootHomeHne leygp / leyka 0T 0,200 10 0,002.

7
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Juist Mo-u3nydeHust BO3MOXKHO TpuMeHenue kak Nb, Tak u Zr ¢unbrpoB. Ha
puc. 1.3 nmokaszan 3()(eKT UCTIOIB30BaHMS TIOCIIETHETO.

1.3. CUHXPOTpPOHHOE U3/TyUeHHe

AHanmm3upys naHHbie Ta0a. 1.1 MOXHO OTMETHTB, YTO O0JACTh 3HAYCHUMA
XapaKTepPUCTHIECKUX JJIMH BOJH JJIEKTPOHHBIX PEHTTEHOBCKHX TPYOOK JOCTa-
TO4HO y3Kkas 0,6-2,3 A. DTO OTHOCHTCSI ¥ K 3HAYUTEIHHO 5OJIEE MOIHEIM peHT-
TEHOBCKUM TpyOKaM C BpAIAIOMIMMCS aHOAOM. B HUX IMOBBIIICHNE MOIIHOCTH
JIOCTUTAETCsl 32 CYET YCJIOXKHEHHs] KOHCTPYKLHH, 3TO CAEPIKHUBAET LIMPOKOE
pacrpocTpaHeHHe B Ja0OpaTOPHBIX HCCleoBaHMsIX. boiee mmpokne BO3MOX-
HOCTH U TIPOBEICHUS SKCIEPUMEHTOB (HE TOIBKO TUPPAKINOHHBIX) TPEHoc-
TaBJSIET CHHXPOTPOHHOE U3JIyUICHHUE.

Cunxporponnoe nznydenne (CH) - MarHuTOTOPMO3HOE M3JIyYE€HUE YaCTHII,
JIBIDKYIINXCA C YCKOPEHHEM, B YaCTHOCTH, 0 KPYTOBbIM opOHuTaM. OTKpHITHE
ero OBUIO CBA3aHO C PAa3BUTHEM YCKOPHTEIHHOM TEXHHKH M IMEPBOHAYAIBEHO
OLIEHMBAJIOCHh KakK BpenHoe siBieHue. OJHaKo BCKOpe ObUIO OOHApy>KEHO, YTO
9TO U3IY4YEHHUE SABJSIETCS OYCHb LIEHHBIM MHCTPYMEHTOM Hay4HBIX HCCIIEAOBa-
Huil. [Ipaktnueckoe npumenenne CU Hauanoch ¢ cepeaunsl 70-X TOm0B Mpo-
uIoro Beka. B Mupe yxke cymecTByeT MHOXKECTBO CHEIMAaTIU3UPOBAHHBIX LIEH-
TPOB MO HCIOJb30BAHUIO CUHXPOTPOHHOTO U3IIy4€HUs, IJI€ IPOBOAATCS UCCIIEe-
JIOBAaHMSI C MPHUMEHEHHUEM DPa3IM4HBIX MeToJ0B — nudpaxromerpun, EXAFS,
PEHTTCHO(ITIOOPECIICHTHOTO aHATN3a, TOMOTpaduu  T. 1.

[epBoe mokonerne ucTouHNKOB CU OBIJIO OCHOBAaHO Ha M3IYyYCHUH U3 TO-
BOPOTHBIX MarHUTOB. 3aTeM, JJIs MTOBBIIICHUS UHTCHCUBHOCTH M Ka4eCTBa ITyd-
Ka, CTaJH WCIOJBh30BAThH CIIENHAIN3NPOBaHHBIe reHepaTopsl CU — BUTTIIEpH U
OHIyIATOPHI (puc. 1.4). B 3THX ycTpoiCTBax MOBBIMICHHE WHTCHCHBHOCTH H3-
JMy4eHHs M CMEIIeHHe ero B Ooyiee XECTKyl 00JacTb JOCTHTAETCS 3a CUeT
Ooubliiell HaNpsHKEHHOCTH MAarHUTHOTO MOJIS, COTJIACOBAaHHBIM YBEIMYEHUEM
TOYEK U3ITy4ICHUSI.

Puc. 1.4. CHHXpOTpOHHOE U3ITyYCHUE OHIYIISATOPA
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I'maBHbple ocoOenHoct CH 3akimrouaroTcss B HEMPEPHIBHOM, MOHOTOHHOM
CHEKTpE, MPOCTUPAIOIIEMCS OT MH(PPAKPACHOTO UIITYUSHHUS JI0 KECTKOTO PEHT-
T€HOBCKOTO M3Ty4deHus (cM. puc. 1.5), BBICOKOH MHTEHCUBHOCTH, MaJIOH yTIO-
Boli pacxogumMocTd. KpoMe Toro, oHO Bcerja IOIIpU30BaHO B IIOCKOCTH OpOH-
TBI 3JIEKTPOHOB. Vcrionb3ysl OTpakeHHe OT OIpeeTIeHHON KpucTajuiorpaduye-
CKOW TUIOCKOCTH COBEPILEHHOTO KpHCTauia (MOHOXpOMaropa), MOXKHO BBIJie-
JIUTh KOHKPETHYIO COCTABJIIIOILIYIO C JJIMHOW BOJHBI A, IPYTHMMH CJIOBaMU MO-
HOXpPOMAaTHU3UPOBATh MEpBUYHBIA My4oK. CH HampaBisiloT Ha OpHUEHTHPOBAH-
HYI0 MOHOKPHCTAJUTMYECKYIO IUIACTHHKY C TOYHO M3BecTHBIM d. YTOoJa mameHus
0 paccuuThIBaIOT 10 (hopMmyJIe:

6 = arcsin(nA/2d), (3.2)

nocrasiisis Tpedyemoe 3HaueHue A. st TOCTHKEHHs eliie GOoIbIei cremne-

HU MOHOXPOMATHYHOCTH MOKHO HAINPAaBHTH MU(PPArdpOBAHHBIN IIy4OK €Ile Ha

OJIMH KpUCTALL. B HEKOTOPBIX JU(PPAKIMOHHBIX CXEMaX YHMCIO MOHOXPOMATO-
POB MOJKET JOCTHIaTh YEThIPEX H Jiaxe OoJiee.

T L4

T TTTTIT T TTTITY TT T T T T T TTTTg

ALS

14
=R
=

104

(T YTy

1012

T

1010 Cu Ko Mo Ko

108 CKa

sl o vl sl v vymd el gl ol

Topmozroe HIIYIEHNE
PEHTTEH. TPYOKH

o ML B L

CnexkTpansRas ApKocTE, doTor/c/Mpanz/mmz/0,1%

100 L i ol MRS N T TI BN VIRETT
10-2 10-! 100 101 102
DHeprud QOTOHOE, £ K3B

Puc. 1.5. CriekTpbl peHTTeHOBCKHX TPYOOK M HEKOTOPHIX cTouHHKOB CU: ALS
— Advanced Light Source (Berkeley Lab.); APS — Advanced Photon Source
(Argonne National Lab.); NSLS — National Synchrotron Light Source (Brook-
haven National Lab.); SSRL — Stanford Synchrotron Radiation Lightsource
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Maas pacxogumocts CH no3Bosser 3¢ GpeKTHBHO UCIIONb30BaTh MOHOKPH-
CTaJBbHYIO PEHTTCHOBCKYIO (DOKyCHpyroIIyro onTukKy. B pesymprare ymaercs
MOBBICUTH MPOCTPAHCTBEHHOE M BpeMeHHOe paspelneHue. Kpome Toro, Gnaro-
Japss BPEMCHHOW CTPYKTYpE H3IYYCHHs, NPEACTaBIAIOMEH CO00H KOpOTKHe
(nopsinka 1 HC) «BCHBIMIKI» ¢ IPOMEXYTKaMu Mexxy HuMH ~ 100 Hc, mocTas-
JICHBI AKCIIEPUMEHTHI “iN SitU” MO0 M3YYSHUIO TaKUX OBICTPOIPOTEKAIONIUX MPO-
LIECCOB KaK B3PbIB U Y/IapHO-BOJIHOBOE Harpy>KeHne o0pasios.

JlutepaTypa Kk pa3zaeiy 1
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2. CXEMBbBI NIOJYYEHUSA JU®PAKIIMOHHBIX KAPTUH
2.1. YpaBHenus nudpaxuuu Jlays u bparra-Byasda

[lepBBIe OMBITHI MO MCIIOIB30BAHHUIO KPUCTANIa B KAaueCTBE €CTECTBCHHON
«TPEXMEpHOW» TU(PPAKIMOHHONW PEMICTKH JUIS PEHTTEHOBCKHUX JIyded Obuin
BbinosiHeHH! [1. @punpuxom u B. Knunnunrowm B anpene 1912 r. [lepas peHT-
TreHorpamMma OblIa ToJTydeHa OT KpHCTaia MeaHoro Kymopoca — CuSO4x5H,0.
OnbIThl ObLIM MHUIMUPOBAHBI HEMEUKUM (PHU3NKOM-TeopeTnkoM Makc ¢oHn Jla-
ya. 3acnyra Jlays He TOJBKO B Ipelicka3anuy dp¢exra (Takyro ke UIe0 BbICKa-
3pBan emie B 1910 r. mpodeccop MI'Y II. H. Jlebener), HO u B pa3paboTke
Mojenu audpaknuu X-mydedt B kpuctauiax. OH UCXOQUI U3 TOTO, YTO B KPH-
CTajle ecTh psAAbl aToMOB. Eciin HampaBUTh PEHTIEHOBCKUI My4YOK Ha TaKOM
PSLI C IEPHOIOM «@», TO Pa3HOCTh X0J1a IBYX KOT€PEHTHBIX JIyuei (cM. puc. 2.1)
MOXHO 3aITicaTh KaK:

A,C - A,B=a-cosa — a-cosoy. 2.1

Urtobs1 audparupoBaHHbIe JTydn OB B (haze He0OXOaMMO, 9TOOBI 3Ta pas-
HOCTh ObUIa KpaTHA LEJIOMY YHCITy JJIHMH BOJH, T. €.:

NA = a-(coso — cosol) (2.2)
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ITpn mudpakuum Ha TpeXMEpHOW peleTke 3TO OyAyT TpH aHAJIOTHYHBIX
ypaBHEHUsI, KOTOPBIE U HA3bIBAIOTCA ypaBHeHUAMH Jlays.

C

Puc. 2.1. PeHTreHOBCKMIA ITy4OK MagaeT Ha psj aToMoB. YToOBI 11Ba M-
(hparupoBaHHBIX JTy4a ObUTH B (a3ze HEOOXOIUMO, YTOOBI Pa3sHOCTH X0/a OblIa
KpaTHa IIeJIOMY YHCITy JJTUH BOJIH

Atopsl npyroro nojaxona — I'. B. Byne¢ u B. JI. Bparr — ucxoannu u3 to-
r0, YTO aTOMBI B KpUCTaJIe 00pa3yloT II0CKOoCcTH (cM. puc. 2.2). KorepeHTHbIe
ayud 1-3 magaroT Ha CHCTEMY IIOCKOCTEH ¢ MEKIIIIOCKOCTHBIM paccTosiaueM d,
©CJIM Pa3HOCTh X0/1a OyAeT paBHa 1enoMy duciy miuH BoiH (AB + BC = ni), to
JqudparupoBaHHbIEe JIyYd TOMIYT B ATOM HAINpPaBICHHU C OJMHAKOBOW (a3oif,
T. €. UX HHTEHCUBHOCTH OyIyT cymmupoBathes. T. k. AB = BC = dsin®, To

nA = 2dsin6. (2.3)

=

N
AN

Puc. 2.2. K BeiBoay ycnoBus audpaxnun bparra-Bynsda
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Takum 06pa3oM, ecin KPHUCTaLT PacCMaTPHBAaTh KaK COBOKYIIHOCTh Mapal-
JIeTIbHBIX aTOMHBIX TIOCKOCTEH, OTCTOSIINX APYT OT Apyra Ha paccTostHuu d, TO
TU(PAKIMI0 PEHTTCHOBCKOTO M3IIydYEHHsT MOXKHO MPEICTABUTh KaK ero OTpaxe-
HHE OT CHCTEMBI TAKHX IUIOCKOCTEH. MakCHMyMBI HHTEHCUBHOCTH (IHU(PaKITi-
OHHBIE MaKCHMYMBbI) BO3HHKAIOT TIPH 3TOM TOJBKO B T€X HAIPABICHHAX, B KO-
TOPBIX BCE OTPAKCHHBIC BOJHBI HAXOJSATCS B OAHOH (ase, T. €. MO TAKUMHU yT-
namu 20 K HAMPaBICHUIO EPBUYHOTO MyYKa, JJISI KOTOPBIX BBIMOIHSACTCS YCIIO-
Bue (2.3).

2.2. UccaenoBanne MOHOKPHUCTALIOB

OTKpBITHE PEHTTEHOBCKHX JIydeH W UX TU(PPaAKINU Ha KPUCTAIIIAX IIPHBEIO
K HaCTOSIIIIEH PEBOJIIOIMY B XMMHUH. 3a MPOIIE/IIEe CTOJIETHE OBIJIO yCTaHOBIIE-
HO CTPOEHHE COTEH ThICAY coequHeHNi. HacTosmmM TprymM$pom MeTona MOXHO
cuntath pacumppoBky crpykrypsl JHK.

PaccmoTpum 1u(paKIuio peHTreHOBCKOro uamydenus ¢ A = 1,54059 A (co-
OTBETCTBYET Ay MEAN) OT MOHOKpHCcTaInueckon miactuaku NaCl, Beipesan-
HOMW TepIeHIUKYIIPHO KpucTauiorpaduueckomy HarpasieHuto [111]. TTapai-
JIENIbHO TIOBEPXHOCTH TAKOM IIACTUHKU PACIIOIAraeTcs CEMEMCTBO IUIOCKOCTEM
C MEKIUIOCKOCTHBIM paccTostueM 3,249 A. Tlpu ysenuuenun yraa 0 (cm. puc.
2.3) nudpakiMOHHBIC OTPAXKCHHS OT ITHX IUIOCKOCTEH BO3HHMKHYT TOJBKO B
OTpeJieJIeHHbIE MOMEHTHI, 2 UIMEHHO, KOT/1a Pa3HOCTh X0/1a MEXIy COCEIHUMHU
TUIOCKOCTsIME OyzeT paBHa 1A, 2A, 34 u 4A. COOTBETCTBYIOIIUE 3HAUCHHS YTIIOB
JIaHbI Ha PUCYHKE.

Y4UHTBIBas CIOKHBIA BUJ CIIEKTPa PEHTICHOBCKOW TpyOku (cM. puc. 1.3),
MOXHO IPEICTaBUTh, YTO AHAJIOTMYHOE PACCMOTPEHHUE MOXKHO NPOBECTH LIS
mo0o# cocrasstomell. Takum 00pa3oM, MO)KHO MOHOXPOMAaTH3UPOBATh PEHT-
TEeHOBCKOE M3JIydeHHE, T.€. BBIPE3aTh COCTABJIIONIYIO C ONPEAEICHHON AIHMHON
BOJIHBI.

B kpucramie nmeercs onpeneNeHHbI Habop KpucTamiorpapuaeckux mioc-
KOCTEH W NpH MPOU3BOJIBHON €r0 OPHEHTAIMN OTHOCUTEIBHO NEPBUYHOTO ITyd-
Ka BO3HHMKAET COOTBETCTBYIOIIUI HaOOp oTpaxkeHuil. B 3aBrcuMocCTH OT 3a11od-
HEeHHUS] 3TUX IUIOCKOCTEl aroMaMy WIIM, JIPYTHMH CIIOBaMH, paclpe/iesieHHs
AIIEKTPOHHOM IOTHOCTH, MHTEHCUBHOCTH THX OTPXEHHH OYJIyT OTINYAThCS.
Takum 06pa3om, B TU(PPaKIMOHHON KapTHHE 3aJI0’KeHa MH(POPMAIUs O pacrio-
JIO)KEHUH aTOMOB B KpUcTaiie. MeTosl peHTreHocTpyKkTypHoro ananusa (PCtA)
OCHOBaH Ha COIIOCTaBJIICHMH MHTEHCHUBHOCTEH OTPa)KEHUH OT Pa3HBIX KPHUCTaJ-
norpaduIecKux II0CKOCTEH.

12
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] lz/i W/

8 = 13,71° 28,30

n="1..

Puc. 2.3. OtpaxkeHne peHTIeHOBCKOTO M3IyueHus ¢ A = 1,54059 A (coorsetct-
BYET Akq) MEAN) OT MOHOKpHCTaUTHYecKOi mmacTuHkA NaCl, BeIpe3aHHO mep-
MEeHIUKYISIPHO KpHUCTauorpaguyeckomy Hanpasienuto [111]

2.2.1. Pewemxu Bpaes u undexcol Muniepa
Bce kpucramisl MOTyT ObITh Ommicanbl 14 penietkamu bpase, KoTopbie pas-

IEeJISI0TCS Ha 7 CUHTOHUH:
1) kybuueckas —a=b=c,a=B=y=90° - P, LF;

2) rerparoHansHas —a=b #c,a=p=vy=90° -P L

3) rekcaroHanbHas —a=b #c, a = =90° y=120° - P
4) TpuronansHas (pomOosapudeckas) —a=b=c,a=p=v#90° - P;
5) pombuueckas —a#b #c, a=p=vy=90°, -P,ILC,F;
6) MoHOKJIMHHAs —a £ b # ¢, a =y =90°, B # 90° - P,C;
7) tpuknuHHas —a# b #C, a £ B £, - P,

rae: P — npumuTHBHAS (aTOMBI OJHOTO COpTa PACIIONIOKEHBI TOJNBKO B y3JIax
pemerkn); F — rpaHeneHTpupoBaHHas (aTOMBI PACIONOXKEHBI HE TOJIHKO B
y3/ax, HO ¥ B IEHTpax BceX rpaHei); | — oObeMHOICHTpUpOBaHHAsK (aTOMBI
pacrojoXeHbl B y3/1ax U IeHTpax pemeTku); C — OOKOIEHTpUpOBaHHas sueiiKa,
T. €. UMEIOTCSI JIONIOJHUTEIIbHBIE aTOMBI B IIEHTPax I'paHei, NepIeHANKYIIPHBIX
COOTBETCTBYIOILIEH OCH.

B ykazaHHBIX pemieTkax bpaBe MOXKHO MPOBECTH MHOXECTBO Y3JIOBBIX Ce-
TOK, TPH 3TOM YacTh Y3JIOB COBIAJAacT C BEpPIIMHAMH HCXOJHBIX Iapauielo-
TPaMMOB, HO TIOSIBIISFOTCS | TOTIONHUTENbHBIE. OOpaTtumcs K puc. 2.4, Ha KOTO-
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poM IoKa3zaHa KpucTayuorpaduyeckas miockocTb Xy0 poMOndYeckoi HMpUMu-
TUBHOHN peIIeTKU (HAmpaBiIeHHEe Z WAET IEPHIEHAUKYIAPHO IUIOCKOCTH PHCYH-
ka). JIJ1s omucaHusi OpUEHTAINK Y3II0Boi ceTk BBOasAT Tpu uHaekca (hkl) (un-
Jekcsl Musutepa). C y4eToM MCXOTHBIX TPAHCIALUI BO3HUKAET CEMEMCTBO IK-
BuBaJIeHTHBIX ceTok. Mumekchl (hKl) yka3piBaroT Ha CKOJNIBKO 4YacTeill JenuTcs
KaXbI M3 MapaMeTpPOB 3JIEMEHTApHOH SYCiKM JaHHBIM CEMEHCTBOM IIOCKO-
cTeil. 3HaK + WK — yKa3bIBaeT HAMPAaBJICHUE KOHKPETHON OCH.

- (7
Y w19

0 X

Puc. 2.4. CemeiictBo miockoctedl {-210} nenut mapaMeTpsl 3JIeMEHTapHON
siaeiiku @ u b, cootBercTBenHO Ha 2 M 1 wactw, a {110} He JeTUT HA OTUH W3
apaMeTPOB.

2.2.2. Cmpyxmypnas amniumyoa

Kaxmoe cemeiicto murockocteit {hkl} xapakrepusyercsi MEXIUTOCKOCTHBIM
paccrosiaueM Oy PaccesiHie peHTIEHOBCKHX Jydel KPHCTAIJIOM MOXHO pac-
CMaTpHBaTh KaK OTPAKCHHE OT TAKUX IUIOCKOCTeH. [Ipu 3TOM TOIOXKEHHE OT-
Pa)XEHHOTO MyYKa 3a1aeTCs B COOTBETCTBUH C YCIOBUEM (2.3).

VIHTeHCHBHOCTh OTPaKCHUS OIPEACISECTCS MOJYJIEM CTPYKTYPHON aMILTH-

Ty Bl ‘ F(hk|)‘ :

2
I(hkD)=L-P-(1+a) z-y- M , 2.4
K

rae I(hkl) — HHTEHCHBHOCTE U3ITyYEHHs, PACCESIHHOTO OT y3JI0BO# ceTKH (TI10C-
koctH) ¢ unaekcamu (hkl); oo — mormpaBka Ha TeruioBoe nU(QPy3HOE paccesHue,
BBOJIMTCS TOJIBKO B NPEIM3HOHHBIX SKCIIEPHUMEHTAX; ), — IIONpaBKa Ha IOIJIO-
IICHHE M3TyYeHHUs] KPUCTAIIOM; Y — HONpPaBKa Ha SKCTHHKIINIO, BBOJUTCS JIHIIb
B MPCHMU3UOHHBIX OKCTICPUMCHTAX U JJI1 BBICOKOKAUYCCTBCHHBIX KPUCTAJIIIOB, L-
JIOPEHIIEBCKUH (akTop, CBsI3aH C reomMeTpuei chéMmku; P — dakrop momspuza-
I[UH, CBSI3aH C TMOJApH3alMedl W3IydeHHs NpHU OoTpaxeHuu (paccesHun); K —
MIKaJBHBINA (akTop.
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2.2.3. Ilozacanus

Tun penrerku BpaB> MokeT HakyanbIBaTh 3alpeThl HA BO3HUKHOBEHHE OT-
pakeHU#l ¢ ompeeNeHHbIMI UHAeKcamMu Mmuiiepa. OTCYTCTBYOLIHE 1O ATOW
NPUYMHE OTPaKEHUSI HA3BIBAIOT IOTacaHUsMHU. Takue CHCTeMaTH4ecKhe Iora-
caHus, T. €. UMEIOT HYJIeBYI0 MHTEHCHBHOCTh. Ha puc. 2.5 moka3ana cxema 1o-
racanusi orpaxenust ot miockoctu (100) B rpaHeneHTpupoBaHHOH F-siueiike
(mycth KyOnueckoi). B mpuMUTHBHON sUeiike aTOMbI pacIioylararoTcsi TOJIbKO B
BEpIIMHAX Ky0a, OTpaKEHHE OT CHCTEMBI INIOCKOCTEH ¢ digp MPOMCXOIMUT ITOJ
yraom 0. B F-suetike ctporo mocepenuae Mexay mmockoctsmu (100) mmu rpa-
HSMH Ky0a TOsBIAETCS IOIOJHUTENbHAsI CHCTEMa OTPAKAIOIUX IUIOCKOCTEH
(200). B utore nox yriom 0 MOSIBIISIOTCS TOTIONHUTEIBHBIC OTPaKEHHBIC JTyUIH
(OHM MOKa3aHbl MYHKTHPOM), UAYIIHE B IPOTUBO(A3e C EPBUUHBIMU Jy4aMH U
uHTeHcUBHOCTEH oTpaxeHus (100) Oynet paBHa 0. To ke camMoe MPOUCXOTUT B
ciyyae |-sueiiku (MOXHO TPENICTaBUTh, YTO JAOMOJIHHUTENbHAS CUCTEMA TUIOCKO-
cTeill cMellleHa Ha /2 TapaMeTpa a NepIeHAUKYIAPHO IJIOCKOCTH YepTexa).

Ecnu paccMaTpuBaTh MOCIIENOBATENbHO BCE OTPAXKEHHA, TO MOXKHO cdop-
MYJIMpOBaTh CJEyIOIIMe OOIIMe IpaBUiIa IOTacaHHid, CBA3aHHBIX MMEHHO C
OTIpEIeTICHHBIM TUIIOM penieTku bpass. B cinydae |-sueiiku (kyOndeckoid, TeT-
paroHagbHOM, poMOHMYecKoi) Ha IUQpaKTOrpaMMe MOTYT NPHCYTCTBOBAThH
TOJIKO OTPAXKCHUsI, Y KOTOPBIX CyMMa WHICKCOB YeTHas, T. ¢. h + K + | = 2n.
Jnsa F-sueiikn (KyOmdeckoil mim poMOMYecKOi) 3TO MPaBWIIO CBS3BIBAECT TPH
cymmer h +k=2n,k+1=2nuh+1=2n, a qus C-staetiku — cymmy h + 1 =2n.

+
+
AY
e / .
- - \\
dzqu
d1uo T ""‘l"
|
a a

Puc. 2.5. Cxema noracanus oTpakeHHst OT cucteMbl riockocrteit (100).
CreBa moKa3aHO BO3HMKHOBEHHE AM(PAKIUOHHOTO OTPAXKEHUS, CIIpaBa —
CXeMa MOTacaHusl 3TOr0 OTPAKCHUS MIPH TOSIBICHUN aTOMOB B LIEHTPAX STYEEK
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B Gosee CIOKHBIX CTPYKTYpax aTOMbl MOTYT OTKJIOHSTBCS OT KPHCTAILIO-
rpapuUecKux IIOCKOCTEH, YTO TAKXKE IPHUBEIACT K M3MEHEHHUIO HX BKiIaaa B 00-
0 MHTEHCUBHOCTh OTpakeHUst OT KoHKpeTHOW rurockoctu (h k ). MoxHo
MPOBECTH CYMMHPOBAHHUE JIJIsSI BCEX aTOMOB, IPHHAUICIKAIIMX CH:

F(hkl) = Zf;-exp[2mi(hx; + ky; + 1z))], (2.5)
j

rae f; — paccenBaromas crocoGHOCTB j-ro aToOMa, Xj, Yj, Zj — KOOPAUHATEI j-TO
aToMa. B TpuroHoMerpuyeckoii GpopMe 3TO BEIpaKEHHE BBITJIIANT CICAYIOMHM
obpazom:

F(hkl) = Zf;-[cos2n(hx; + ky; + 1zj) + i-sin2n(hx; + ky; + 1Z))]
(2.6)
i
Benuunny F Ha3bIBAlOT CTPYKTYpHas aMIuIMTyAa, a |F|> — CTpyKTypHblit
(akTop. PaccMoTprM BO3HMKHOBEHHE NoracaHuii B |-sueliku. ATOMBI B ee Bep-
muHax umerot koopauHatel 0, 0, 0, a B ee LIeHTpe /2, 2, 2. Tora CTPyKTYpHBIHA
(hakTop MOKHO 3amucaTh:

F?(hkl) = 1 + cosn(h + k + )]* + F-sin’n(h + k + I). (2.7)

Ecm cymma h + k + | okaxercs meuernsiM gmciom, To FA(hkl) = 0. Takim 06-
pasom, Ha audpakrorpamMme (asbl ¢ |-suelikoil OyayT IPUCYTCTBOBATH TOJIBKO
orpaxenust ¢ h + k + | = 2n. Ananmoruudo, cTpykTypHbIi (akrop mist F-sueiikn
MOJKHO 3aITMCaTh KaK:

F?(hkl) = £[1 + cosm(h + k) + cosa(k + I) + cosm(l + h)]>. (2.8)

Ha nudpakrorpamme ¢asbl ¢ F-sueiikoit OyayT npucyTcTBOBaTh TOIBKO OT-
paxeHus1, y kotopeix h +k=2n, k+ [=2nu | + h=2n.

Kpowme noracanuii, KoTopble BbI3BaHbI ONIPEIEIEHHBIM THIIOM perieTku bpa-
BY (MX HA3BIBAIOT OOIINMH, T. K. OHH OTHOCATCS KO BceM oTpaxeHusM hkl), Bo3-
MOXHBI TIOTaCaHMsl CBS3aHHBIC C HAJIMYHEM B CTPYKTYpE ONpPENENCHHBIX diie-
MEHTOB CUMMeTpuH. 30HaNbHbIE Toracanus hK0 BO3HHKAIOT NP LEHTPUPOBKAX
OT/CNIBHBIX TIpaHel, a cepuanbHble N0 BBHI3BaHBI HAIMYUEM BHHTOBBIX OCEl.
OOmmii crimcok moracaHuit as Bcex 230 MPOCTPaHCTBEHHBIX TPYIIT MOXKHO
Haiitu B IHTEepHAIIMOHAIBHBIX TaOIUIIaX.

2.3. UcciienoBanne NoJHKPHCTALIOB
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BepHemcs k cxeme Tudpakiuy oT 0HOr0 MOHOKpHcTasuIa. [1pu mobom 1o-
JIO)KCHUM MOHOKPHCTAJJIa OTHOCHUTENIBHO IIEPBUYHOTO ITyYyKa BO3HHUKACT DA
OTpakeHHi, Ha puc. 2.6 MoKa3aH XoJ Jiyuel A ofgHoro u3 Hux. Eciau MoHo-
KpucTalli, HaXOI[HIHHfIC)I B OTpaXkaromieM IMOJIOKCHHUH, BpallaTb BOKPYI' OCHU
MEPBUYHOTO My4YKa, TO AU(ParupoBaHHBIN Jy4 ONUIIET KOHYC. Teneps momec-
TUM Ha MECTO MOHOKpHUCTaJIa 00pasell, coJiep Kallinii 0O4eHb MHOTO pa3opHeH-
THUPOBAaHHBIX KPUCTAJUIMKOB. EciM MX JEHCTBUTENBHO MHOTO, TO 00S3aTENbHO
HaWyTCsd KPUCTAUIMKU, UMEIOIINE Pa3HYI0 B3aUMHYIO OpPHEHTAIHIO, HO JIaro-
M€ OTPAXXECHUsI MO OIIPEAEIeHHBIM yriioM 20. B pesynbraTte yros Mexmay oT-
paKeHHBIMH Jyd4amu cocTaBisier 40. OTpakeHUs OT MHOXKECTBAa MOJOOHBIX
KPHUCTAJUIMKOB OYIyT 00pa30BbIBaTh KOHYC, KaK M B IpEbLIyIIEM cirydae. Tak-
JKe 00s13aTeNIbHO HAMTyTCsl TPYNITBI KPUCTAIIMKOB, UMEIOIINX JIPYToe MEXILIO-
CKOCTHOE PacCTOSHUE U TaK)Ke HAXOJIINXCS B OTPAKAIOIIEM ITOJIOKECHHUH, T. €.
YYacTBYIOINX B Mudpakunu. B pesynprate oOpazyercs HaOOp KOHYCOB — Je-
Gaerpamma (cM. puc. 2.7). Jlo IOSBICHHS MO3UIIMOHHO-IyBCTBUTEIFHBIX JIETEK-
TOPOB, IebaerpaMMmy IPHXOIMIOCH (BUKCHPOBATh Ha PEHTTCHOBCKYIO IUICHKY.
[Tponiecc cheMKH, IPOSBICHUS, CYIIKH U U3MEPEHUH MOT 3aHMMaTh 2—3 dYaca.
Tem He MeHee, kameps! [lebast B psine Clyd4aeB OKa3bIBAIUCh HE3aMEHHMBIMH.
OcoGeHHO OHU OBUTH BOCTPEOOBAHBI MPH HCCIICAOBAHUH BEUIECTB, JOCTYIHBIX
TOJILKO B MUKPOKOJIMYECTBAX.

Puc. 2.6. Obpa3oBaHne KOHyca MPHU JUPPAKIUN OT MOHOKpHCTAILIA (CIe-
Ba), HAXOAIIETOCS B OTPAXKAIOLIEM MOJIOKESHHH U OT MOJHKPHUCTAITNIECKOTO
obpasma (crpaBa)

B mHacrosmiee Bpems cxema J[lebas—Illeppepa mepexmBaeT BTOpOE
POXKACHUEC — HA CMCHY pCHTFCHOBCKOﬁ IJICHKE MPUIIJIA OAHO- U JABYXKOOpAH-
HaTHBIE JIETEKTOpPbL. bonblloe pacnpocTpaHeHne Takasl cxema Molydusa Ha yc-
TaHOBKax, HUCIIOJB3YIOMNX CUHXPOTPOHHOE U3ITYUCHHC. Hmeercs pAa A0CTyI-
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HBIX TporpaMM (Hampumep, FIT2D), mo3Bomsronux mpuBecTH aebdaerpamMmy K
0oJjee MPUBBIYHOMY BHAY, T. €. AU(paKTOorpamme.

Puc. 2.7. OGOpazoBanue nuUQPpaKIMOHHBIX KOHYCOB TIIPH CBhEMKE
nebaerpaMMbl

BoNBIIMHCTBO COBPEMEHHBIX PEHTTCHOBCKUX AM(PPAKTOMETPOB HCIIOIB3YET
cxemy bparra—bpenrano (cMm. puc. 2.8), B KOTOpOii A yBeTU4IEeHUS HHTCHCUB-
HOCTH UCIOJIb30BaH LIMPOKO pacXoIsIuiics NepBUYHBIA y4yok. [lupokwuil my-
YOK TMO3BOJIIET MCCISMIOBATh 00pa3Ibl Iomanbio ~ 15x30 mm. OcHOBHOE Tpe-
OoBaHUe — IIOCKas pOBHAS MOBEPXHOCTH 0Opa3ma. Kpome storo, nmpenmomnaraet
y4acTHe B JKCIIEPUMEHTE JOCTAaTOYHO OOJBIIOr0 KOJIMYECTBA KPUCTAJUIUTOB
(MeKHX 06IOMKOB KpHCTamioB) ~ 10°, T. K. Kaablil peduiekc Ha AHPPAKTO-
rpaMMe OOYyCJIOBJIEH OTPaXCHUEM DPEHTTEHOBCKOTO My4YKa OT OIpeleseHHON
TPYyMNIBl KPUCTAIJIOB C OJJMHAKOBOM OpHEHTALMEel OTHOCHTEIBLHO HYJIEBOTO Ha-
npasineHus. Habop Takux opueHTanuii (IPUBOAAIIMX K BOSHUKHOBEHHIO ped-
JIEKCOB) KOHe4YeH. KpucTanibsl ¢ ApyruMu OpUEeHTalusIMA BOBCE HE IPUHUMAIOT
y4acTHsl B IOTYICHUU TUPPAKTOTPAMMEL.
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Puc. 2.8. Cxema nudpakromerpa bparra—bpenrano.

PacxoauMocTh TIEPBHYHOTO Iy4yKa B HKBATOPHAJIBHOW IUIOCKOCTH 3aaloT
menplo S). AKCHalIbHYIO PAaCXOAMMOCTh OTPAaHMUMBAIOT WIENAMH S_ U Sg,, Ha-
3piBaeMbiMH miesiMu Cosepa. Llens Comnepa mpencraBiseT coOOW CTONKY
napajuleNbHBIX BOJIb(PPAMOBBIX IUIACTHH. AHTHpaccemBaromas meib (S,) mpu
MaJlbIX yriiax 0 ycTpaHseT 3aCBETKY JIETEKTOPa EPBHYHBIM ITyYKOM.

Bun xapaktepHO#l An¢pakTorpaMMbl MOJUKPUCTANIMIECKOTO 00pasna Io-
KazaH Ha puc. 2.9 (neBas kpuBasi). OCHOBHAs MEPBUYHAS PEHTIeHOrpauyIecKas
nHdopmanus — npodumm TudpakINOHHBIX MaKCUMyMOB. I1o HUM ompenensoT
MIOJIOKEHUST MaKCUMyMOB 20;, IX WHTEHCHBHOCTH |;, mmpuHy nmuHui u np. OT-
CYTCTBHE OCTPBIX AU(PPAKIUOHHBEIX PE(IEKCOB CBUACTENLCTBYET 00 aMOp(HO-
CTH HCCIIeyeMOoro oopasma (IpaBas KprBasi).
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Puc. 2.9. IndpakiioHHble KapTHHBI TepMaHust (ClieBa) U IIaBJICHOTO KBapla
(cmpaBa). IPOH-YM1, CuKo-nznyuenne, Ni-puibtp
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CyniecTByeT OOJIBIIOE YHCIO APYTHUX CXEM MOJMydeHUs MU(PaKIMOHHOH
KapTuHbl. [Ipyu MIaHupoBaHNM SKCHEPHUMEHTa HEOOXOAUMO YUHUTHIBATH JOCTYI-
HOE€ KOJINYECTBO BEIIECTBA U TPEOOBAHUS K MOJTy4YaeMbIM JTaHHBIM.

Jlutepartypa k pasgeny 2

1. l'unve A. Pentrenorpadus kpuctamios. — M.: ®@usmarrus, 1961. — 604 c.

2. Heeponosa B. U., Pesxeguu I'. I1. Teopust paccessHus peHTTEHOBCKUX JIy4deH.
—M.: Uzn-Bo MI'Y, 1972. — 246 c.

3. Kpusoenaz M. A. Teopus paccesiHUsI pEHTT€HOBCKHUX JIydel U TEIIOBBIX HEM-
TPOHOB peanbHBIMU KpucTamiamu. — M.: @usmarrus, 1967. — 336 c.

4. Klug H. P., Alexander L. E. X-ray diffraction procedures for polycrystalline
and amorphous materials. — N.Y.: J.Willey, 1974. — 966 p.

5. Pecharsky V. K., Zavalij P. Y. Fundamentals of Powder Diffraction and Struc-
tural Characterization of Materials. — Kluwer Academic Publishers, 2003. —
713 p.

3. OCHOBHBIE PEHTTEHOTPA®UYECKHUE
XAPAKTEPUCTHUKH

ObHapyxeHre TUQPaKIUN PEHTTCHOBCKUX JIydeH Jajgo BO3MOXKHOCTh U3Y-
4aTh apXUTCKTYPy KPUCTAIUIOB, T. €. PACIIOJIOKEHUE aTOMOB BHYTPH KPUCTAJIIA.
st 3TOoro HeoOXOAMMO TOYHO OIPEIEIUTh OCHOBHBIC PEHTreHOrpaduveckue
XapakTepUCTHKU. [TOTPEHIHOCTH UX U3MEPEHHST MOXHO Pa3/ICiuTh HA TPH TUIIA:
CBSI3aHHBIC C MPUOOPOM, — C TIPUTOTOBJICHHEM 00pa3iia U — ¢ 00paboTKOM MOITy-
YeHHBIX AaHHBIX. OJHAa W3 OCHOBHBIX XapaKTEPUCTHK MpHOOpa (TOHHOMETpA,
KaMepbl U IIp.) SIBISIETCS TOYHOCTh €r0 M3TOTOBIEHHUS. [IpH MPHUrOTOBICHHU
MOJMKPHUCTAIUTMIECKOTO 00pa3ia Heo0XoauMo obpamaTs BHUMaHUE HA TO, YTO-
Obl OTOOpaHHAs YacTh XapaKTepHU30Balla BCKO MAacCy IPEIOCTABICHHOTO Bellle-
crtBa. [IpuroToBieHre He NOHKHO IPUBOANTH K pa3pyLIeHUI0, aMopdu3aluu u
mp. EcTe u apyrue xapakTepucTHKH 00pasiia, KOTOPhIe CYIIECTBEHHBIM 00pa3oM
BJIMSIFOT HA TOYHOCTh M3MEPCHHIA: MaJIO€ YHCII0 KPUCTAJUITUTOB, TEKCTYPa U Ip.

3.1. Me:kn10cKOCTHbIE PAcCTOSTHUS

[Tpn mpaBUIBHON FOCTHPOBKE 00paslia OCHOBHAS MOTPEIIHOCTH M3MEPEHUS
YIJIOB OTPaXXCHUH CBsi3aHa ¢ roronieHueM (). Yem Oosbile MOpsIKOBBIH HO-
Mep 27eMeHTa B Tabiuie MeHnneneesa, TeM Oonbiie . [Ipu Oonplux 3HaYeHH-
X |L PEHTTCHOBCKHE JYYH OTPa)KaroTCSl TOJBKO B BEPXHEM CJIO€ M OCHOBHAs
Macca oOpasia He NMPUHUMAaeT y4acTus B audpakuuu. [Ipu mamblx | peHTre-
HOBCKHE JIy4HX TTTyOOKO MPOHUKAIOT B 00pasel] ¥ IpH CheMKe Ha OTPayKeHHE 3TO
NpUBEAET K CMELICHHI0O MaKCHMyMOB B CTOPOHY MEHbHIMX YIJIoB 20. UToOBI
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ycTpaHuTh 3TOT 3¢ ¢eKT, crmadonoriomaromuii odpasern cieayer TOTOBUTHh B
BHUJIE TOHKOTO CJIOSI.

B HaCTOAIIEC BPEMSA XapaKTCPUCTHUCCKUEC TJIMHBI BOJH MPAKTUYCCKHU BCEX
aTOMOB M3MEpEHbI ¢ Xopouieil TouHocThio AL ~107°-107° A u eciu sxcrepu-
MEHTAaTOp, IPABIIIBHO M3MepIII yrou nudpakuuu 0, To ypaBHeHue (2.3) mo3Bo-
JMT eMy TOYHO U3MEPHUTh MEXIUIOCKOocTHOE paccrosinue d. Mctopuuecku pabo-
Ta IU1a MapauieNbHo, T. €. 32 YTOYHEHHEM MEKIJIOCKOCTHBIX PAacCTOSHHMIT 3Ta-
JIOHHBIX KPHCTAJUIOB CIIENOBANIO M yTOuHEHHE A. C y4eTOM BBICOKOH TOYHOCTH
OIPEACICHUA XapaKTCPUCTUICCKUX JIMH BOJIH, TOYHOCTb U3MCPCHUA MECKILIO-
CKOCTHBIX PAacCTOSHUH OIPEessieTCsl JIMIIb TOYHOCTHIO M3MEPEHUs! YIJIOB OT-
paxenuil. luddepennupys ypasHenue (2.3), Haxoanm:

Ad/d = — ctgbA0. (3.1

Otcroza cieayer, 4To TOYHOCTh onpeneseHus d Bo3pactaeT ¢ yBeIn4eHUEM
yria otpakenusi 0. B cuily KOHCTPYKTHBHBIX OTpaHWYEHHMH, MaKcHMallbHbIE
yriibl 20 He mpeBbImaT 165° — peHTreHoBCKast TpyOKa U JIETEKTOpP HEe MOT'yT
pacriosaratsCsi B OIHOH Touke. B o0xacTu ManbIX yrioB 6 orpaHuueHHs] peru-
cTpaunu AUQPaKIMOHHOM KapTHHBI BO3HHKAIOT M3-3a HEOOXOIMMOCTH Mepe-
KpBIBaHMSI MEPBUYHOTO IyYKa, €CIIM ATOTO0 HE CAENaTh, TO AETEKTOP MOXET
BBIWTH M3 CTpOs, a npu (ororpadmueckoM METOJE PErucTpanuyl IpOnu30HUIeT
3aCcBETKa PEHTI€HOBCKOH TuIeHKH. OOBIYHO AudpakTorpaMMy yaaeTcs 3alrcaTh
c yrioB 20 = 1°.

3.2. UaTeHCMBHOCTH TU(PPAKIMOHHBIX OTPaKeHU I

Jns Toro uto6s! AudpaKIMOHHBIE KOHYCH (CM. pHuC. 2.9) HE UMENH pa3phl-
BOB HEOOXOMMO, YTOObI MOTHKPUCTAINYECKHUI 06paser; coepxkain ~ 10° kpu-
CTAJUTUTOB C XAOTHMYHOH opueHTanmeil. /i yBeIW4eHUs] Yucia OpHeHTalMH
UCTIONIB3YIOT M3MEJIbYCHNE KPUCTAUINTOB U BpallleHne 00pasia BOKPYT OJHOU
(MM HECKOJIBKUX) Oceil BO BPeMsl ChEMKH.

CymiecTBeHHBIM (paKTOPOM, BIHSIONIMM HAa TOYHOCTh M3MEPEHHS OTHOCH-
TENBHBIX WHTEHCHBHOCTEW otpaxkeHmin (l/ly), sSBIsIeTcs mpeArmouTHUTETHHOE
(mpenMyIIeCTBEHHOE) OPHEHTHPOBAHNE KPUCTAIIMTOB BIOJIb KAKOr0-THOO Ha-
MPaBJICHHUs WM IUIOCKOCTH. Takoe cocTostHMe o0paslia 4acTo HAa3bIBAIOT TEK-
cTypoil. i ycTpaHeHHsI IPEUMYILIECTBEHHONM OpPUEHTALMU CYLIECTBYIOT CIIe-
IUABFHBIE CIIOCOOBI MMPUTOTOBICHHU 00pa3ma. Bpamenne o6pasna MoxeT npu-
BECTU K CHW)KEHHIO BIIMSIHUSI TEKCTYPBI, HO HE 00ECIeUNBaET €€ MOJTHOe YCTpa-
HEHHe.

Bonbioe Binusnue Ha |/1y oTpaxkeHuid, pactoNoKeHHBIX B Pa3HBIX 0071acTIX
JrdpaKTorpaMMbl OKa3bIBacT H3MEHEHNE 00TydaeMoi IIommaan odpasia.
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Cpenu MeHeEe CyLIECTBEHHBIX OHMIMOOK MOXKHO YKa3aTh CTaTHCTHKY CUeTa —
Ul HAJEeKHOTO W3MEPEHUS MHTEHCHBHOCTEH HeEoOXonuMo HaOpaTb He
menree 10° HMITy/TbCOB B MaKCHMyMe IHKA.

[Ipu BHIYKCICHHH CTPYKTYpHOTo haktopa |F|* 10 SKCIIepHMEHTAIBHO Ompe-
JieNieHHbIM 3Ha4eHusM |/l HeoOXoauMO y4HThIBaTh (HAKTOP MOBTOPSIEMOCTH
KOHKPETHOH KpHcTaJuIorpadMueckoii IIoCKOCTH. B 3aBHCHMMOCTH OT CHMMeT-
PHH PEIIETKH OH MOXKET NPUHUMATh pa3Hble 3HAUYCHHSI.

3.3. Anaau3 npodueii 1MPpPaKIHOHHBIX OTPaKeHUIT

AHamm3 npoduieit TudpakIIMOHHBIX THKOB SBJSIETCS MOIIHBIM B Hanbolee
4acTO MPHUMEHSIEMBIM METOJOM OIPEIeNICHUs] NapaMeTpOB MHKPOCTPYKTYPHI
HAaHOKPHUCTAIUTMYECKUX MaTepualioB. Bimsiare pasmepa 001acTeil KOrepeHTHOTOo
paccesitus (OKP) u mukpoaedopmanuii (Bapuaruii MeXKIUIOCKOCTHBIX PacCTOsI-
HUIi) Ha yIIUPEHHE [TUKa MOTYT OBITh pa3/eseHbl Ha OCHOBAaHWHU TOTO, YTO ITH
nBa 3ddexTa UMEIOT pazIMYHyI0 3aBUCUMOCTh OT MOpsKa oTpaxenus. CraH-
JIapTHBIE METOJIbl aHaNn3a AU(PPAKIHOHHBIX MPOQUIEH ONEepUpyOLIUe C Y-
peHreM nudpaknuoHHOro mmuka Ha momysbicote (full width at half-maximum —
FWHM), unterpansieiM ymmpenueM u Pypbe koaddurnmenramu mnpoduieit
MO3BOJSIOT ONPEAEINTh CPEOHUN pa3Mep KPUCTAUIUTOB U CpPEeIHEKBaapaTHy-
HYIO BEJTMYMHY MUKpOIe(OpMaInii.

VYiupenne npoduiieii, BEI3BAHHOE MaJIbIM pa3MepOM KPHUCTAJUTUTOB OIHCHI-
Baetcs popmynoit leppepa:

A
Dcosd |

rne D — addexTuBHBI pa3Mep KPHUCTAUINTa, KOTOPBIA CBA3aH C WCTHHHBIM
3HaYCHHEM 4epe3 KOHCTAHTY, f§ — MHTErpalbHOe YIIHpeHue npoduis (B pagua-
Hax), 6 — nmonoxenue pedriekca, A — JUIMHA BOJIHBI U3ITyUSHHUSI.
Ecnu ke ymumpenue npoduiicii BRI3BaHO TOJIBKO MHUKpOAehOpMaIisIMU, TO
CpelHeKBaApaTHyHas BennanHa <Ad/0> moxxer ObITh BBIYHCICHA TO hOpMyJIe:
B= 4<Ad>tg 0
d .
YmmpeHue, BBI3BAaHHOE MHKpOJe(GOpMaIHsIMK, 3aBHCUT OT IOpsIKa OTpa-
KEHHSI.
[Tpy HaMMYKHU TONBKO ABYX 3TUX (PaKTOPOB MHTErPaJbHOE YLIMPEHHE ITHKA
OIpesieNsieTcs KaK:

B=PBs+PBo.

s paspenenus 3TuxX ABYX 3(p(exToB mpuMeHsieTcs: rpaduyuecKuil METOs
Bunbsmcona u Xosuta. Mcnone3yercs rpaduk 3aBucumoctu SC0SH ot Sind B
NpUOIMKEHUH, YTO (YHKIIMK BKJIaJa pa3Mepa ¥ MHKPOUCKAKEHUN OMUCHIBA-
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forest pynxumsivu Jloperna (mm Komm), 6o f2c0s?6 ot sin*d B npnGmmke-
HHH, 4TO (DYHKIMH BKJIaJa pazMepa U MUKPOUCKAKEHHI ONHUCHIBAIOTCS (QYHK-
nuel 'aycca. Ilo HaHECEHHBIM TOYKaM IMPOBOJAT MPSMYIO 10 NEPECEUEHUS C
OCBIO Op/IMHAT. YTOJI HAaKJIOHA MPSIMOW MPOMOPIMOHANEH BEJIMYMHE MHUKPO/Ie-
dbopmarmu, a nepeceucHre rpaduka ¢ OCbIO OpIWHAT JAcT 3HAYCHHE OOPaTHO
nponopunoHaigbHoe OKP.

OpHaKO OYeHb YacTO B METaJUIaX M CIUIaBaX aHU30TPOITHOE paclpelesieHne
JMCIOKAIMH NPUBOANT K HEMOHOTOHHOW 3aBUCHMOCTH MHUKpojaehopMaIui ot
nopsiaka oTpakeHusi. [109ToMy oOdeHb jKenaTelnbHO HCIOIb30BaTh WHTErpajib-
HbIE IIUPUHBI MHKOB HECKOJNBKUX TOPSAKOB OTPAXKECHUH OT OJHOH CHCTEMBI
IUTOCKOCTEH, YTO KpalHe PEAKO yIaeTcsl clieNlaTh, YYUTHIBAsl, YTO B HAHOKPH-
CTAJUTMYECKUX MaTephajax NMUKH JATbHUX TOPSAAKOB CHIBHO Pa3MBITHI U, Kak
CJICICTBHE, TIJIOXO PA3PEIICHBI.

B mocnennee Bpemsi 3HaUMTEIbHBIC YCHIMS IPEANPHHUMAIOTCS IO paspa-
00TKE METOMAMWK, MTO3BOJIAIOMINX OINPEACIATh IMapaMeTpbl MUKPOCTPYKTYPBI MO
npoduitio Beel qudpakTorpaMMel. B wactHOCTH pa3paboTaH, Tak Ha3bIBaEMBIH,
myssTHIONHOTPOoGmIbHEI Metoa (Multiple Whole Profile fitting), roe pacmope-
JIENICHNE KPUCTAIUTUTOB IO pa3MepaM U MapaMeTphl TUCIOKAIIMOHHON CTPYKTY-
PBI ONPENENSIOTCS MOJrOHKOM M3BECTHBIX IapaMeTpoB NMpoduiel Juis 3a1aH-
HBIX Pa3MEpOB KPHCTAJUIMTOB M MHUKPOAe(OpMAIMi K U3MEpsAEMbIM Ha KCIie-
pUMEHTaNBHON TUdpaKTorpaMmme HU3NIECKUM MTPOPHIISIM.

Jis wHTepnperanu  audpakTorpaMM OOBEKTOB, JAIOMIUX CIIOXKHBIE -
(hpakMOHHbBIE KapTUHEI, (opMHpYIOIIKECs B PE3YJIbTaTe BIUSHUS HECKOIBKUX
(hakTOpOB, XOpOILIME MEPCIEKTHBE MMEET METOA MOJCIHPOBAHMS AN(PPAKIH-
OHHBIX KapTHH HaHOCTPYKTYpHpPOBaHHBIX cucTeM. Merton Oa3mpyercss Ha pac-
YyeTe TeOPETHIECKOH PEHTI€HOTPaMMBI TP ONPENEICHHBIX 3HAUEHUIX MHUKPO-
CTPYKTYPHBIX IapaMeTpoB (pa3Mep KPUCTAIINTOB, UX (OpMa, BETHMUNHA MHK-
ponedopmanuii, TNIOTHOCTh A€(PEKTOB YIMAaKOBKH, KOTEPEHTHBIA CIIOCOO CTHI-
KOBKH HAaHOOJIOKOB).

IIpu uccinenoBaHuKM HAHOKPUCTAJUIMYECKUX MATEPUANIOB, B TOM WM UHOU
Mepe HCHOJb3YIOTCS BCE OTMEUYEHHble MeTOAMKH. OJHaKO OCHOBHOH MaccuB
MyOJUKYEMbIX JaHHBIX, KaCAIOIIUXCSI MUKPOCTPYKTYPbI HCCIEAYEMbIX OOBEeK-
TOB, copepkut 3HaueHuss OKP (pasMep KpHCTaTMTOB), MOMYyYEHHBIX MO (GOp-
myie Illeppepa u3 ymmpenus: qudpakinoHHOTO TPOGUIIS OJMHOYHBIX OTpaXke-
HUA. Br16op Takoro nmoixoia 00ycIoBIEH CIEAYIOIIIM:

a) (OopMHpOBaHME  HAHOCIUIABOB NP  TEPMOJIM3E  COEIMHEHHH-
MIPEAIECTBEHHUKOB HE MPUBOJNT K 3HAYMTEIHEHBIM MUKPOUCKAKEHHUSIM PELIeT-
ku. Pacuersl, B GONBIIMHCTBE CITydyaeB, JArOT 3HaYeHust <Ad/d> He mpeBsIinar-
e 0,1-0,2 %. Toraa, kak 00pa3ibl HAHOCIIABOB, MTOYYCHHBIC MEXaHOCHHTE-
30M UMEIOT BEJIMYNHY MUKPOUCKakeHnH Oosee 1-2 %.
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0) i pemieHUs OOJBIIMHCTBA HCCIEIOBATENFCKUX 3a/ad BIIOJIHE IOCTa-
TOYHO 3HATH U COIOCTABIISTH CPAaBHUTEIBHBIE pa3Mephl YaCTHUI], TOTyJalOIIAecs
B paSJ’II/I‘IHbIX 3KCHCpI/IMeHTaX U OTCJIC)KUBATH UX UBMCHCHUC B X0IE€ 06pa6OTKI/I;

B) JIOBOJIHO YacTo, Ha yIIMpEeHUe AU(PAKIUOHHOTO MPOQHIS OKa3bIBaET
BIIUSIHUE HEOJHOPOTHOCTH IO COCTaBy BCEW COBOKYMHOCTH 4YacTwil. MHBIMH
CJIOBAaMH, CYMMAapHBIH AU(PaAKIMOHHBIN TPOGMIL SBISCTCS CYIEPIO3UIUCH
MTUKOB OT JIBYX WJIM HECKOJBKUX TBEPJABIX PACTBOPOB, MAJIO PA3THYAIOIINAXCS IO
COCTaBY, M COOTBETCTBEHHO, IO Iapamerpam sjeMeHTapHbIX stueek (I1D5).
JlaHHBIA (aKTOp MOXKET BHOCHUTHh 3aMETHBIC IIOTPEITHOCTH B OMpEACIsieMBIC C
MTOMOIIIBIO JIF000TO U3 OMHCAaHHBIX anroputMoB 3HaueHuss OKP u apyrue mapa-
METpPBl MHUKPOCTPYKTYpHI, YTO JHIIACT CMEICIA IPOBEIACHUE KOMIUIEKCHOTO
aHanmm3a Bced MU(PPAKTOTPaMMBL. DTO BBIHYXIAET OTHOCHUTHCS K 3HAUYCHUSIM
OKP, ompeniereHHBIM pEHTTEHOBCKAM METO/IOM, KaK K OIEHOYHBIM H TIEPEHTH K
YIPOIICHHON TPOIIeAype UX ONPEIEICHHUS.

HecmoTtps Ha ymporieHne npoueaypsl OIeHKH pa3Mepa KpUCTALIUTOB, OIH-
CaHHBINA MOJXO0J OKa3hIBAETCS BIOJHE anekBaTHBIM. CpeqHUN pazMep 4JacTHIl,
OTIPE/ICTICHHBIN ¢ MOMOIIBIO CKAaHUPYIOMICH JINOO MPOCBEUNBAIOIICH MUKPOCKO-
nuu, Juib HezHauntedbHo (Ha 30-100 %) npessinaer pasmep OKP, omnpene-
ﬂeHHbIﬁ peHTFeHOBCKI/IM METOAOM. HpeBI)ILlIeHl/Ie 3HalIeHHi/II, nonyqaeme u3
JTAHHBIX AJIEKTPOHHOW MUKPOCKOIIHY, HaJl 3HAYCHUSAMU TOTYYaeMBIMU METOIOM
POA sBnsercs BHONHE 3aKOHOMEPHBIM SIBJICHHUEM, YUYHUTHIBAs, YTO YACTHIIEI,
BUJMIMBIC B MHKPOCKOIT, MOTYT COCTOSITh M3 HECKOJBKHX KPUCTAJUIUTOB (pHC.
3.1).

Pasmep no M3M

Ao no P®A

Puc. 3.1. CxemaTudeckoe mpencTaBlIeHIE SYCHCTON CTPYKTYPHI C MaJloi pa-
30pHeHTanuei cyo3epeH

OpHo¥M W3 NPUHIUIHAIEHO Ba)KHBIX 3a/ad PEHTI€HOCTPYKTYPHOTO aHaIN3a

SIBJSIETCSI OTIPEJICTICHUE COCTaBa TBEP/BIX PACTBOPOB Kak B 0IHO(A3HBIX, TAaK U B
HeonHO(da3HbIX oOpasuax. Illupoko mnpakTHKyeMass METOAMKa OIMUpAeTCs Ha
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npennsnonHoe onpenenenne 195 mrs xkaxxnoi ¢a3el U MpUMEHEHHUE MpaBHiIa
Berappna:

a = Xaaa + (1-xa)as,

T7e Xao — MOJIBHAS JI0JIsI KOMITOHEHTa A, aa 1 ag — [195 komnonenToB A u B
COOTBETCTBEHHO.

Jlisi TBepABIX pacTBOPOB 0Opa3OBaHHBIX Ha OCHOBE HEKYyOMUYECKHX, JTHOO
HEN30CTPYKTYPHBIX KOMIIOHEHTOB UCIOJb3YIOT IpaBmiio Perrepca-3eHa:

V/Z = XAVA/ZA + (1'XA)VB/ZB,

rae V — 00beM KpUCTAITHYECKON sSTUeHKH, Z — KOTUIECTBO aTOMOB B sSTICHKE.
Bo MHOTHX IHMTEepaTypHBIX HWCTOYHHWKaX OTHOIeHWe V/Z ompenmensiercs, Kak
YAEThHBII 00heM aTOMOB B TBepHoM pacTBope. Oba mpaBmia 6a3upyroTcs Ha
MIPEIONI0KEHNN aJINTUBHOTO XOJa M3MEHEHHUS CPEIHEro pasMepa aTOMOB B
TBEPHABIX pacTBOpax 3amMemieHus. Ha mpakTuke ke 3KCIepHIMEHTAIBHBI TaHHBIE
BeChMa 4acTo, €CJIM He B OOJBIIMHCTBE CIy4YaeB, UMEIOT HOJI0KUTENbHOE, 00
OTPULIATENIBHOE OTKJIOHEHHE OT INPSAMOJIMHENHOW 3aBucumoctu. IloaTomy, co-
CTaB OMNpPENeNsIeTCs ¢ MOMOIIBIO TPayHPOBOYHBIX KPUBBIX: 3aBUCHMOCTH Tapa-
MeTpa KPUCTAIIMYECKOH SUEHKH OT COCTaBa, JIMOO 3aBUCHMOCTH YAEIBHOTO
aTOMHOr0 00beMa OT cocraBa. | pajlyMpOBOYHBIE KPUBBIE CTPOSITCS IO JKCIIe-
pUMeHTaNnbHBIM 3HaueHusAM [195 ans omHOGa3HBIX TBEPABIX PAaCTBOPOB H3-
BECTHOTO COCTaBa MPHUBEACHHBIM B JOCTYIHBIX JINTEPATYPHBIX UCTOYHHUKAX JIH-
00 MOJy4YEeHHBIM B COOCTBEHHBIX HCCIIEIOBaHUAX. B Tex ciydasx, Korjga Takue
JTaHHBIE HE IOCTYIIHBI, 3HAYEHHS COCTaBa YCTAHABIMBAIOTCS MO IPSIMOJIMHEH-
HBIM 3aBHcHMOCTsM Berapma minm Perrepca-3eHa. Y CTaHOBIEHHBIH TakuM 00-
pa3oM COCTaB CUHTACTCA «OICHEHHBIM». J[OCTOBEPHOCTH IMOyUEHHBIX TaKUM
00pa3oM 3HAYEHHWI COCTaBOB TBEPABIX PACTBOPOB ITOATBEPIKAACTCS NAaHHBIMH
JIOKaNbHOHN 3HEproaucnepcuonnoi cnektpockonuu (IJIC) na [IOM u COM, a
TaKXkKe pe3yJbTaTaMU XMMHUYECKOT0 aHallu3a 01HO(ha3HbIX 00pa3IoB.

TouyHOCTH OmpeneneHus: coctaBa TBEPIOTO PAaCcTBOpa (PacCMOTpEeH HpuMep
TBEPIABIX PacTBOPOB Ha ocHOBe ABYX ['TIK KOMIOHEHTOB) peHTreHorpaduue-
CKMM MCTOJIOM 3aBHUCUT OT TOUHOCTU ONMPEACIICHUA NMapaMETPOB KpUCTAJIINYC-
cKko#l peretku (da/a), HAKIOHA rpaxyupoBoYHON KpuBoii (da/dc, rae da usme-
Henue [1941, a dC u3MeHeHHe cocTaBa), KOTOPBIil 331aeTCsl PA3HOCTHIO MapaMeT-
POB KOMIIOHEHTOB (Aa = @ - @g), a TAaKXKe OT TOYHOCTH OIPEJEJICHNSI COCTaBa
onHO(A3HBIX 00pa3lOB, HCIONB3YEMBIX IPH IMMOCTPOCHUH TPAaTyHPOBOTHOTO
rpaduka.

B GonpmmHCTBE 00pa3loB MapaMmeTp KPUCTAJUIMYECKOH PEIIeTKH Ompese-
JSUICS ¢ a0COMIOTHOM morpernrHocThio 0,002 A, re.

fa 1

a a*500

Tax kak Ipu MpUroToOBJICHUN O,HHO(I)EBHI)IX 06pa3u013 JIIsL uenel‘/i rpaayuposB-
KU TTOTEPU BCHICCTBA NPAKTUICCKU OTCYTCTBYIOT, TO TOYHOCTH ONPECACICHUSA UX
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KOHIICHTPALMH OIpeesIIeTcsl IOTPEIHOCTHIO B3BEIINBAHMS HCXOIHBIX HABECOK
u B GonpmnHCTBE cityyaes He npessimact 0,1 at.%. Ecnu 3Toi morpenrHocTsio
npenedpeds, To oc — abcoMOTHAs OmMOKa, ¢ KOTOPOH MOYKHO yCTaHOBUTH CO-
CTaB TBEPJOr0 PacTBOpa PEHTTEHOBCKMM METOJIOM OIPEJENseTCs] U3 BhIpaXKe-
HUs

a_a & 1

a & a a*s500,

TaK 4TO
a 1 dc

"~ a*500(da/dc)  500%da/dc 500#da

WHcTpyMeHTaNbHbIE TOTPEIIHOCTH OINPEEICHUsS] COCTaBa TBEPABIX PacTBO-
POB JIJIsl HEKOTOPBIX CUCTEM JaHbl B Ta0i. 3.1.

Jlyist TBEpABIX PACTBOPOB HA OCHOBE HEM3OCTPYKTYPHBIX METAJUIOB HOTPEL-
HOCTbB OIIPEJEIICHUs] COCTaBa aHAIU3MPYETCs MOAOOHBIM 00pa3oM M UMEET TOT
K€ TIOPSIIOK BEJTMYMHEL.

B KOHKpETHBIX PUMEpPaX YYUTHIBACTCS BIHMSHHE Ha TOYHOCTH ONPEeTICHHS
[135] 3HaYUTENBFHOTO YIIUPEHUS 1 aCHMMETPUH Pe(IIEKCOB.

Tabmuma 3.1.
WHcTpyMeHTaIbHas TOTPEIHOCTD ONPEeIeH s COCTaBa
TBEPJIBIX paCTBOPOB MeTo0M PDA

Cucrema Au-Pt Au-Ni Ag-Cu Pd-Ir Pt-Rh
Aa, A 0,156 0,555 0,471 0,051 0,119
&, at.% 1,30 0,36 0,42 3,92 1,68

3.4. OTajI0HBI

Jns moBwiennst TounocTu onpeaenenus 135 ucnons3yrot stanonsl. Ilo-
rpemHocTs u3Mepenus ux [195 nomxHa OBITH TOpa3o HHUXKE, YeM Npearoa-
raeMasi MOTPEUTHOCTh U3MEpPEHHs MCCIeAyeMOoro BemiecTBa. Takue M3MepeHHs
00BIYHO TPOBOIAT Ha MOHOKpHcTamiax. Bor 19 HekoTopsix 3taimoHoB Ha-
LUOHAJILHOTO MHCTUTYTA CTaHAapToB U TexHonorui CIIA:

Si (SRM 640c)
LaBg (SRM 660a)
a-AlL,O; (SRM 676)

a=5,43119509) A;
a=4,15692(1) A;
a=4,75919, c = 12,99183 A,

rne SRM — Standard Reference Materials.

Ilepen mpoBeneHHEM COOCTBEHHBIX 3KCIEPHMEHTOB BBIOMPAIOT MOAXOIS-
AN ¥ JOCTYNHBIM 3TajloH (HampuMep, KBapll) M IO M3BECTHBIM 3HAYECHHUSIM
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[135 BBIUHCISIOT HeaNbHbIE (TEOpETHUECKHE) MOJOKEeHUs NU(paKInOHHBIX
oTpaskeHHH 20,,,,. [Tocie nmpoBeneHns CheMKH U HaXOKACHUS 20,.; BEIYHCIISIIOT
morpaBku A260. Dta mporeaypa Ha3eIBaeTCs KaTHOPOBKOH TOHHOMETPA.

[Ipu KCMoNIb30BaHUK BHEIIHETO 3TAJOHAa CheMKY AudpakTorpamMmbl (WK ee
OTIPEJICNICHHOTO y4YacTKa) MPOBOJAAT B TEX JK€ CAMBIX YCIIOBUSX, P KOTOPBIX
OblTa MPOBEICHAa CheMKa Hccieayemoro oodpasma. [Ipm stom, oba obOpasiia
JIOJDKHBI OBITH TIPUTOTOBJIEHBI C TNPUMEHEHHEM CTaHAAPTHBIX JepKarener
(xBapeBbIX KioBeT Win Kosel). OCHOBHAs! HEKOHTPOJIHMpYeMasi OIIMOKa MOXKET
OBITH CBs3aHA C pa3HHILEH B NMPOHMKHOBEHHH PEHTIEHOBCKHX JIydeil BIiIyOb
uccienyemMoro obpasia u 3tajoHa. [Ipu MCHoib30BaHUK BHYTPEHHETO 3TalIOHA,
€ro CMEIIMBAIOT ¢ 00pa3loM, B pe3ysbTaTe CMECh XapaKTepU3yeTcs OOLIHMM
K03(h(DUIIMEHTOM |L 1 HEKOHTPOJIUpyeMasi OIOKa yCTpaHseTcs.

Jlutepatypa Kk pasneny 3

1. Williamson G.K., Hall W.H. // Acta Metall. — 1953. - V. 1, Ne 1. — P. 22-31.
2. ITupcon V. Kpucrammoxumus U (uU3MKa METALUIOB M CIUTaBOB. — M.: Mup,
1977.-T.2.-472 c.

3. Teitnop A. PenrrenoBckast Metayuiorpadus. — M.: Meramnyprus, 1965. 664 c.

4. Vmanckuii A.C. PentreHorpadust METaJUIOB U NOIYIPOBOJHUKOB. — M.: Me-
Tanmtyprus, 1969. 496 c.

5. Ivibyns C.B. PeHTreHOCTPYKTYPHBIH aHaIM3 HAHOKPHCTAIOB: Pa3BUTHE
METOJIOB ¥ CTPYKTYpa METacTaOMIBHBIX COCTOSHHUI B OKCHIAaX METAJUIOB HE-
CTEXMOMETPUUECKOT0 cocraBa: ABTopedepar mucc. A-pa (us.-mMaT. Hayk:
02.00.04. — HoBocubupck, 2004. — 36 c.

4. AHANIIUPOBAHUE JUD®PAKTOI'PAMM U OIPEJEJIEHUE
IAPAMETPOB DJIEMEHTAPHOU STYEUKHA

Ilo WHAMOMPOBAHMEM I[OHUMAIOT NPHINCHIBAHHE KOHKPETHBIX HHIEK-
coB hkl mudpakmOHHBIM OTpaXKEHHSM C ONPEICTEHHBIMH 3HAYCHUSIMH e
DT0 OYeHb BAKHBIA MOMEHT HCCIICJOBAHUS KPUCTALUINYECKUX BELIECTB, OCO-
OEHHO CHHTE3UPOBAHHBIX BIIEpBbie. MbI He OyIeM OIUCHIBATH CTPATETUH HH/IH-
[UPOBaHUs TUPPAKIHOHHBIX KAPTHH MOHOKPHCTAJUIOB, T.K. OHH 3QJI0KEHBI B
[POrpaMMHOE O0ECIEUeHIE MOHOKPHCTATIBHBIX TU(PPAKTOMETPOB U BPYUIHYIO
[PAKTUYECKU HE UCTIONB3YIOTCS.

4.1. Iloaxoabl K MHAMIUPOBAHUIO TU(PpPaKTOrpamMm

4.1.1. Hnouyuposanue ¢ u38eCmMHbIMU NAPAMEMPAMU
2IeMeHMapHOU SUelKU
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Ecnu usBectHsr @, b, C, a, B ¥ y, TO MEKILIOCKOCTHOE paccTosiHue d MOXKHO
paccuuTath o Gopmyie:

1 h? 2Kkl ?
-5 = ﬁ‘Fi(COSﬂCOS}/—COSd)"’ﬁ'F
d a“-sin“a bc b*-sin” g
2hi § 2hk (4.1)
—(cosacosy—cosﬁ)+ﬁ+—(cosacosﬂ—cosy) /
ac c”-sin“y ab
(1-cos” a—cos” f—cos’ y +2cosacos fcosy)

B obmem cirydae (cirydail TpPUKIMHHOW CHHTOHHUH) JOJDKHBEI OBITH H3BECTHBI
nuHelHble U yraossie [195 — a, b, ¢, o, B u v. [TocmenoBaresHO MOACTABIISS B
dopmyiy (4.1) hkl MoxxHO paccunTaTh BCe BO3MOXKHBIE MEKIIOCKOCTHBIE pac-
crosiusi Opy U BBIOpATh M3 HUX COBMAAONIHE (C YIETOM HMOTPELIHOCTH M3Me-
peHnit) ¢ onpeneaeHHBIMU oo, Ecii Bee Ouyen YOATOCH COOTHECTH C BBIYKC-

JIeHHBIMH Oy, TO TIPOLIEAYpa HHANIMPOBAHUS CYMTAETCS BBIMOJHEHHOM.

4.1.2. Hnouyuposanue ¢ Heu38eCmHbIMU NAPAMEMPaMU
91eMeHMAapHOU AUEUKU
Ecnu BBl He pacrionaraere COBpEMEHHBIMH IPOrpaMMaMM WHAWIMPOBAHUS
JudpakTorpamm, TO MOXKeTe MPOBEPHUTH UCCIESIOBAHHYIO (ha3y Ha MPHHAIICHK-
HOCTh K BBICHIUM CHHI'OHHSM. J[JIsl 3TOTO HCIOJIB3YIOT CTPOTO OMpE/IeICHHbIE
COOTHOMIEHUS MEKAY Usyecnr-
s kybudeckoit srueiiku ypasHeHue (4.1) 3HAUNTENBHO YIIPOIIAETCS:

1/d* = (h* + K + IP)/a?, (4.2)
a ISl TeKcaroHajabHOM:

1/d* = (h* + K®)/a? + IP/c’. (4.3)

B pE3yabTaTC OTHOUICHUSA MCEKIIIOCKOCTHBIX paCCTOHHI/Iﬁ HUMCIOT OIipeac-
JICHHBIC 3HAYUCHUS, ITIO KOTOPBIM JICTKO MMPOBECTH MHANTTUPOBAHUC.

N 1 2 3 4 5 6 7
Py O digo | dito | tinr a0 taio | o a0
i /d100 1 0,71 0,58 0,50 045 (041 0,35
OLK O dito | Gao | Oanr 220 O30 | O dszy
i /d110 1 0,71 0,58 0,50 045 (041 0,38
'K O dirr | dao | oo ds1y Oy | dago dss1
O /d1 11 1 0,87 10,61 0,52 0,50 (043 0,40
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rmy O digo | dooz | dios dio2 diio
O /d100 1 0,94 10,88 0,68 | 0,58

VYka3aHHbIE 3HAYCHUS BBIMOJIHIIOTCS TPH JTIOOBIX MapaMmeTpax yKa3aHHbBIX
s4yeek. [ 1aBHOE HE MPOIYCTUTH NMEPBYIO JIMHUIO, T. €. PU ChEeMKe IU(paKTo-
rpaMMBbI 3aXBaTUTh 00JIACTh MaJIbIX YIJIOB 0.

Hawubornee npocroii crocod MHAMIMpPOBaHUS MpU Hen3BecTHBIX [105] — uH-
JUIUpOBaHUE MO aHajoruu. [Ipm M3ydeHHH BBICOKOCUMMETPHYHBIX (a3 (Me-
TAJUIOB, CIIABOB U JIP.) 4aCTO BO3HHMKAeT CHUTYalHs, KOrja 0 oOIeMy BHIY
nudpaxkrorpaMmel (Jlake, HECMOTPST Ha 3HAYUTENBEHOE CMELICHUE JIMHUI) OTpa-
KEHUSAM yaaeTcs mpunucath uHAekcsl hkl mo ananoruu ¢ moxoxeit Ha Hee 1u-
(pakrorpamMmoii n3BecTHOW (a3bl. IHOrIa BO3HMKAIOT CHUTyalWH, KOTJa -
(hpakTOorpaMMBl B OOIIMX YepTaX CXOXH, HO MU(PPaKINOHHBIC JTHHUU PaCIIe-
JIeHBI. 3/1eCh MOXKHO TTONPOOOBATH MCIIOIB30BAaTh METOJ TOMOJIOTHH, T.€. pac-
CMaTpUBaTh 3Ty KapTHHY, KaK IPOSIBICHHE Ae(OpPMaIH BBICOKOCHMMETPUIHON
SAYeHKN B OJHOM HJIM HECKOJBbKHMX HaIlpaBJICHUAX. 3/1€Chb HEOOXOIUMO YUHUTHI-
BaThb, YTO PACIICIUICHHE MOXKET OBITh CBS3aHO M ¢ HEOAHO(}A3HOCTHIO 00pasia,
HarpHuMep, OH COIEPKUT ABe Kyoudeckue dasbl ¢ Onmzkumu [1951.

I'opa3no Oonee ciioxHasi CUTyanusi BO3HUKAET, €CIIM HEOOXOJMMO TIPOUHIH-
IUpOBaTh AU(PAKTOrpaMMy HH3KOCUMMETpHYHO# (a3el. HecMoTpst Ha Kaxy-
LIyIOCS TPOCTOTY (HEOOXOAMMO pEIIUTh CHCTeMY U3 IiecTH ypaBHeHHH (4.1)
OTHOCHUTENBHO &, D, C, 0, B 1 y) npobiema 3akiroyaeTcs B TOM, KAKUM 00pazoM
NIPUNHCATh WHJIEKCH BBHIOPAHHBIM OTpaxkeHUsIM. Camblii mpocToi crocol 1mo-
CJIEZIOBATENILHO TepedupaTh MHICKCHI, 33/1aB KaKHe-TO MpeNesibl M3MEHEHUH,
HanpuMmep oT —5 no +5. Emre 20 et Ha3am 3Ta 3a/1a4a 9acTo ObLTa HEBBITOTHH-
Ma, OJJHAKO C IPUXOJOM B Ja0OPaTOpHUH OBICTPOAEHCTBYIONINX MEPCOHATBHBIX
KOMITBIOTEPOB CHUTYyalusl 3HAYUTENbHO yiydmnmiachk. Ceifuac MOXXKHO yKa3aTb
LENBI psAA AOCTYNHBIX IPOTPaMM C Pa3IWYHBIMH CTPAaTETHAMH IIOHCKA -
TREOR, ITO, DICVOL u np.

4.2. Crioco0bl yTOYHEHHS IAPAMETPOB 3J1eMECHTAPHON AYeiiku

MOoHO yKa3aTh TPH OCHOBHBIX crioco0a yrouneHus [1951: mo oquHOYHBIM
muausM, MHK u nonHonpoduinbHoe yTouHeHue. B mepBoM cityyae, yuuThIBas
4yro Ad yMeHbIIaeTcss ¢ poctoM 20, He0OXOIUMO HCIIONIB30BATh OTPAKEHUS HA
0ospmux yriax 20 (Tak Ha3pIBACMBIC JalbHUE OTpaxkeHHs ). Cpenu HUX JIydIle
BBIOMpPATh HaMOOJCC WHTCHCUBHBIC, T. K. HA HUX MOXHO TOYHEEC OIPEICIUThH
MOJIOXKCHHE MakcHMyMa. B ciydae KyOMUYecKoW SYSHKHU JOCTaTOYHO 3aIrrcaTth
TOJIBKO OJIHO OTPaKEHUE, ONpPEAEIUTh 3HaueHue 20, paccumurtars Oy 1 1o (4.2)
nepedT kK a. Eciu moTpaTuTh JOMOTHUTENBHOE BPEMS U IIPOBECTH CHEMKY He-
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CKOJIBKHX OTpakKeHui (>3), TO MpH OINIPEAEIEHIH a MOXKHO HCIIOIb30BAaTh METO
HAMMEHBIINX KBaJpaToOB.

[TonaonpodunbHOE YTOYHEHHE IMPUMEHSIOT B CIydasX, KOTAAa HM3BECTHA
KpHCTaJuIM4ecKas CTpykrypa. [lanee Oyaer omucaH croco0 MOCTPOCHUs Teope-
THUYECKON IudpakTorpammbl. Bapeupys npoduiibHble mapamerpbl OTpaKEeHHH
JIOCTUTAIOT HAWIYYIIETO COOTBETCTBUS C IKCIIEPUMEHTOM, Ipu 3ToM [1D5 mo-
I'YT OBITh YTOYHSIEMBIMH BEIWYMHAMH. Ba)kKHO OTJIMYATh MCTHHHYIO TOYHOCTB
onpeaenenus 1195 u cpeaHekBagpaTUUHOE OTKIIOHEHUE, NTOJYUYEHHOE B PE3YJIb-
TaTe MaTeMaTH4YecKUX BbluucieHHH. [IpuBoast pe3ynbTaThl 3KCIEpUMEHTa B
CKOOKax IMOCIIe MOJTyYEHHOTO 3HaYeHHs, OOBIYHO MPHUBOIAT OAHY M3 3THX BEIH-
YHH.

VYpasuenue (3.1) maeT BO3MOMKHOCTH OIIEHHTH IOTPEIIHOCTH HW3MEPEHHUS
MEKIUIOCKOCTHOTO PACCTOSIHMUS, CBA3AHHYIO C TOJIOKECHUEM JIMHUH M OIIHOKON
A20. Ecy He y4uTBIBaTh OIIMOKY ONpeeNeHHs JUIMHBI BOJHBI A, TO IIpU Hepe-
XOZIe K OLCHKE MOTPEIIHOCTH M3MEPEHHs MapaMeTpa KyOWdecKoW 3yieMeHTap-
HOM stueiikn mo otpaskeHussM h00 HCTIONB3YIOT:

Aala = Ad/d.

HMansHeiimee moBBIMICHHEe TOYHOCTH w3Mmepernidi d u T1D4 cBs3ano ¢
YMEHbBIICHHEM TorperrHocTd A260. [ 3TOro MCIoNB3yIOT 3TANIOHEI, T. €. 00-
pasiibl ¢ TOYHO M3BECTHBIMU 3HaYeHusIMH O mm T1D4.

5. PEHTTEHOCTPYKTYPHBI AHAJIN3 MOHO-, [10JIA, 1
HAHOKPUCTAJUVIMYECKHUX ®A3

5.1. MeToasb! paciiupoBKH CTPYKTYPbl HA MOHOKPUCTAJLIIAX

Eme pa3 BepHeMmcs k puc. 2.5. M3-3a paBeHCTBa paccEeMBAIONIUX CIOCOOHO-
CTel aTOMOB B BEpIIMHAX SYEHKH U MX IEHTPAX MHTEHCUBHOCTb OTPAXKEHUS
CTaja HyJIEBOH, COOTBETCTBYIOUIME IU(ParupOBaHHBIC JIyYd IMOTACHIIN IPYT
npyra. Uro Oynmer eciam pacceBarolye CIOCOOHOCTH aTOMOB He paBHBI? Ha
puc. 5.1 moka3zaHa siuelika, HEHTPUPOBaHHAs aTOMaMH JPYTOTO COpTa.
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Puc. 5.1. IHTeHCUBHOCTH OTpaxkeHHUs OT cemeiicTBa riockocteit (100) 3aBu-
CHT OT pa3HHMIIBI PACCEBAIONINX CIIOCOOHOCTEH aTOMOB (Y€PHBIX U CEPHIX)

HNuTencuBHOCTh OTpaxeHus 100 3aBUCUT OT pa3HUIIBI PACCEUBAIOIIUX CITO-
COOHOCTE! aTOMOB: YeM OHa 0oJIbllle, TeM OOJNbIle HHTEHCHMBHOCTh. B Oonee
CJIOKHBIX CTPYKTYpax MOJIOKEHUS aTOMOB MOTYT OTKJIOHATBHCS OT KPUCTAILIO-
rpapuyecKuX MIOCKOCTEH, YTO TAK)Ke MPUBEIET K M3MEHEHUIO WX BKIaaa B 00-
Y0 MHTEHCUBHOCTH OTPaXXEHHsI OT KOHKpeTHO# rtockoctu hkl.

Pacnipenenenne >1eKTPOHHON IJIIOTHOCTH B KpUCTaJute cBs3aHO € Fops(hkl)
3aBHCHMOCTBIO:

plxyz)= Vlz F,p. (hKI)-expl-i2z(hx + ky +12)]  (5.1)

hkl

rae V — 00béMm stueiiku. Ho mipu aToM:

Foss (kI )= [F o (K1) -exp [ie (hkl )] (5.2)

rae o(hkl) — ¢aza nyda, a ‘Fobs (hkl]f BEJIMYKHA, MONyJaeMas SKCIepPUMEH-

tanpHO). ClenoBaTeNbHO, ISl TOTO, YTOOBI BOCIONB30BaThes (5.1), kpome
‘Fobs(hkl] mao 3Hats U ou(hkl), KoTopas He moTaeTCs MPAMOMY 3KCIIEPUMEH-

TaJIbHOMY M3MEpeHHI0. B 3TOM 1 3akitodyaeTcs oCHOBHasI mpobiieMa — npoodiiema
HavanbHbIX (a3. Eciiu u3BecTHB KOOPIMHATHI AaTOMOB B AJIEMEHTAPHOMW siueike

(X;,Yi»Zi), TO TEOpPETHYECKOE 3HAUCHHE ‘Fcalc(hkl] MOYHO BBIYUCIHUTE NO (op-

MyJIe:
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(k)= f, -explizzlhn, +ky, +1z, ], (53)
j=1
rae N — gucno atoMoB B siueiike, f — aroMHbIe GakTOpsl paccesHus.

[Mpu pewennu npoOIEeMbl HAYaIbHBIX (a3 UCHONB3YIOT ABa moaxozaa. [lep-
BbIH (METOJ] TSDKEJIOr0 aTOMa MIIM, KaK ero eile Ha3bIBaloT, MeToA [laTrepcona)
OCHOBaH Ha aHanu3e QYHKIUH MEKATOMHBIX BEKTOPOB, KOTOpasi, B OTJIMYHE OT
(3), He 3aBuCHT OT da3:

calc

P(uvw)= Z\ e (K1) - expl=i2z(hu + kv + Iw)] (5.4)
hki
OpnHako ee aHaJIM3 BOSMOXKEH JIMIIb TOT/IA, KOTJIa aTOMBI JOCTATOYHO Pa3Iu-
YaloTCs N0 YUCITY JIEKTPOHOB (T. €. paccenBarolIeii CioCOOHOCTH) U KOJIUYECT-
BO aTOMOB C BBICOKOW paccenBalolIeii CIIOCOOHOCTBIO HeBenuKo. Jpyroit moa-
XOJ — IPSAIMON METOJ] oTipeiesieH s a3 Hanbosee CHIIBHBIX pedIeKCOB — OCHO-
BaH Ha CTATUCTHYECKUX COOTHOILCHUAX MEXKIY (azaMH:

Dia = Dier + Dy #2720, =12, . (5.5)

KOTOPBIE BBITIOJHSIOTCA C BEPOSTHOCTHIO TeM OOIBIIEH, YeM cHibHEe pedexk-
CBI, ISl KOTOPBIX OmpeAesstoTest (ha3bl. MeTo I TSKEIOoro atoMa U mpsiMoil Me-
TOX ompeneneHus ¢a3 (pacmuppoBKa KPUCTALTMYSCKONW CTPYKTYPBI) Pean30-
BaHbl B nporpamme SHELXS, ucnonb3oBasiueiics s pacimpoBKH KpUCTAI-
JIUYECKUX CTPYKTYP B JaHHOM padoTe.

Ecnu (5.4) no3Boimiio onpeaenuTs KOOPIAUHATHI YaCTH aTOMOB, TO, UCTIOJb-
3ys (5.3), wis kaxmoro hkl moxkHo Haditi dasy u Bemmunny Fegc(hkl). TTocme
storo B (5.1) moacraBusaroT Fops, MOMyYeHHBIE W3 AKCHEPUMEHTa, C (a3amu,
HaiineHHBIMI 118 Fege 13 (5.3), ¥ MOydYaroT 3JEKTPOHHYIO ITIOTHOCTh. 3aTeM
MMUKA 3JIEKTPOHHON IJIOTHOCTH MHTEPIPETHPYIOT KaK HEAOCTAIOUINE aTOMBI H
BCIO TIPOIIEAYPY MOBTOPSIOT CHOBA. Ecnm ke mpsiMoit MeTox nan ¢assl 11 He-
KOTOPOTO YHCIa OTPAKEHHUH, IO HUM CTPOAT (5.1) U MUKK CHOBa MHTEPIIPETH-
PYIOT Kak aTtoMbl. [locie JOKanu3aluu BCEX aTOMOB MPOBOMAAT YTOYHEHHE HX
MO3MIINN, TEMIIEPaTypHBIX (PAKTOPOB M 3HAYCHHS INKajdbHOTrO (pakropa K mu-
HUMU3aIMeld QyHKIuoHaa:

®=ZQFobs(hk|X — K[y hklf)z (5.6)

hki
Meron MuHMMU3anuu (yHKIMOHaNA peann3oBaH B nporpamme SHELXL-
97, ucnonb3oBaBlIeiicd B JaHHON paboTe AN YTOUHEHHS KPUCTAJUTUYECKOM

CTPYKTYPBIL.
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Kputepuem npaBmIbHOCTH paciM(POBKH M KAauecTBa YTOYHEHUS CTPYKTY-
pblI siBIIsieTCs 3HaUeHHe (akropa pacxoaumoctu (Ry):

3 | o (K1) — K|Fey (RKI)
_ hk
Z ‘Fcalc (hkl ] (5-7)

hkl

R

“XopomrMu” CUUTAIOTCSI CTPYKTYPHBIE JIaHHBIC, JUIsl KOTOPBIX 3HaueHHs Ry
cocTaBisroT 1-3% ana ctpykryp “mansix moaexkyn” u 10-15% g makpomore-
KyJl, HallpuMep OENKOB.

Tak kak nccienyemMple MOHOKPHCTAUIBI — Majible OOBEKTHI, IMHEHHBIE pa3-
Mephl KpPHCTAJUIOB, TONHBIX IS MOHOKPHCTAJIBHOTO PEHTIEHOCTPYKTYPHOTO
aHanusa, HaxonsaTcs B auana3one 0.005—-0.5 MM, 4YTO MOKHO NMPEACTABUTH yKE
MPAKTHYECKH TOYCYHBIM OOBEKTOM, TO M 00acTh OOIydeHNSI PEHTT€HOBCKIMHU
Jy4aMH OKa3bIBAETCS JOBOJBHO Majoi, 0 CPaBHEHHUIO ¢ 00IydIaeMoil MOBEpX-
HOCTBIO B METOJIE€ MOpOMIIKa. TakuM 00pa3oM, MbI MPUXOANUM K TPEOOBaHUSM,
MPEIBSBIAEMBIM K M3JTyUCHHIO, TAJA0NIeMy Ha oopaser]. OHO JO0KHO OBITh:

a) JI0CTaTOYHO MHTEHCHBHBIM JIJIsl OJTy4eHHsT TU(PPAKIIMOHHON KapTHUHBI OT
MPAaKTUYECKH TOYCUHOI0, B MacIiTadax npubopa, odpasiia;

0) manopacxomsuumMcs. s co3iaHus «apajuieNbHOrO IMy4YKay HCIOb3Y-
IOT MOHOXpPOMATop (BBIPE3aeT OINpPEIEICHHYIO COCTABIISIOIIYIO XapaKTepHCTH-
YEeCKOT0 M3IIyYeHUs] pEHTI€HOBCKOW TpyOkH) u koyummarop. [Ipumenenne ¢o-
KyCHPYIOLIETO KOJIMMATOpa MPUBEIET U K YCUIICHUIO HHTCHCUBHOCTH ITy4Ka;

I'eomeTpusi roHHOMETpa, AOJKHA MO3BOJATH OBOPAYUBATH HCCIELYEMBIH
KPHUCTAJUI TI0 TPEM HE3aBHCHMBIM OCSIM. JTO HEOOXOIUMO UIsi MU3MEPEHUH WH-
TEHCHBHOCTEH OTpaXKCHUH B MaKCHUMAaJbHO IONHOU cepe mpH JIo00oM THIE
JIETEKTOpa: TOYEYHBIN, JTMHEWHBIM WM ABYXKOOpAMHATHBIA. Tak, IETEKTOp B
kamepe ['mHBE, MO3BOISIET 3a OJUH MPHEM MOIYUIUTh TU(PPaKINOHHYI0 HH(POP-
Mmanuio 0 ~90% peduekcoB kpucTauia.

Crpaterus paboThl MPAKTUIECKH HE 3aBUCHUT OT THHa AerekTopa. IIporecc
PEHTI€HOCTPYKTYPHOTO aHAJIN3a COCTOUT M3 HECKOJBKHUX INIABHBIX CTaJUH: I0-
UCK KpHUCTaJUIa YAOBIETBOPUTEIHHOIO KAayecTBa, OPUEHTHPOBKA €0 OTHOCH-
TEJILHO TEOMETPHYECKUX Oceil mprdopa (HaxoXIeHHEe KPUCTAIIMYECKON sueii-
KU ¥ ee OpPHEHTAllMM B TPEXMEPHOM NPOCTPAHCTBE), cOOp JaHHBIX, 00paboTka
MOJIyYCHHOTO MACCHBa U, COOCTBEHHO, paciIn(poBKa.

Kax BuauM, HUYEro CIIOKHOTO AJIs MOHUMAaHMs, HO NMPHU 3TOM INIOYTH Ha Ka-
JKJIOM 3Talle Hac MOTYT IoJIcTeperath TpyaHocTH. CaMoi TIIaBHOH TPYIHOCTBIO
371eCh SIBIISIETCS MIPOIIECC BBIOOPA KPUCTAILIA, TaK KaK OT €ro KayecTBa 3aBUCHT
0k0110 90% YCHEIHOro «pemeHns» CTPYKTYpPBl, TO €CTh U Ka4e€CTBO PEHTTEHO-
CTPYKTYPHOTO 3KCIIEPUMEHTA, M TOYHOCTH MOTYYEHHBIX B UTOTE JaHHBIX.
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OOBIYHO KPUCTAIT [T AKCIIEPUMEHTA OTOMPAETCS C TIOMOIIBIO ONITHYECKO-
r'0 MHKPOCKOIIa, B HEKOTOPBIX CIydasx HEOOXOANMO HCIIONB30BATh IIOCKO I10-
JSIPU30BaHHBIA CBET Ul BBHIOPAKOBKH IMPO3PAuHBIX CPOCIIMXCS KPHCTAJUIOB,
TpaHy CPacTaHHUs KOTOPHIX HEe OOHAPYKUMBbI B MOTOKE OOBIKHOBEHHOT'O CBETA.
Tak, momanasi B MOTOK IJIOCKO TOJIIPU30BAHHOTO CBETA, TAKHE CPOCTKH IPH
MOBOPOTE MX OTHOCHUTEIHHO MCTOYHHKA OCBELICHHUs OynyT OJIMKOBaTh MO rpa-
HHILIaM CPacTaHUsl, TO €CTh OyIyT HEMOAXO/SIIMMH JUIsl HAIUX LeJIeH.

Kpucraunk BeiOMpaeTcss Hanbosiee «KpacHBbIM». UTO BKJIIOYAETCSl B 3TO
nousitue? Ipexxae Bcero, poBHBIE T'paHU pOCTa KPHUCTAJUIa, TO €CTh 0e3 Hapoc-
TOB. JlaybIre He0OXOIMMO MOBEPTETh KPUCTAJUIMK, UCTIONB3YsI pa3sHOOOpa3HbIe
MIPUCTIOCOOIEHUS U1l MAHUITYJISIIUM ¢ TAKUMH MaJIbIMH 0OBEKTaMH, Yalle BCETO
HCTIONB3YIOTCS pa3HOKAINOEPHBIE UIIIHI (prc.5.2).

Puc. 5.2. Tunmunelii Habop
MaHUITYJIATOPOB, UCIOJb-
3yeMbIX KpucTawiorpadom,
3aHAMAIOIIUMCS otbopoM
MoHokpuctamioB ast PCA.

OToOpaHHBIH 1O BCEM MpaBUIIaM KPHUCTAIUIHK HAJIO MPUKICHTh HAa CTCKIISTH-
Hyto nanouky auamerpa 0,02—0,04 MM, KenaTelbHO CACTAHHYIO U3 JIETKOTO»
JUTHEBOTO CTEKJIa — IS YMEHBIICHHUS d(PQPEKTOB PACCESHUS PEHTTCHOBCKOTO
W3IYYCHUS TBEPABIM TEJIOM, TIPH ATOM IAN0YKA yXKe JODKHA OBITh 3aKperieHa
KJIeeM, BOCKOM WJIH TUTACTHIIMHOM B CIIEMAIIEHOM JIepiKaTesie, KOTOPBIA ITOTOM
KpENHTCS Ha TOHHOMETPUIECKOH ToI0BKe (puc. 5.3).
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Puc. 5.3. O6umwmii Bu ycTaHOBICHHOTO KpucTayuia Ha nmpubope Bruker X§APEX
(a) 1 yBeNnMYCHHOE M300paKCHUE BKIIAIBIIIA TOHHOMETPUICCKON TOJOBKH C Ha-
KJICCHHBIM Ha CTEKJISIHHYIO MAJ0YKy KPHCTAILIOM (6).

Kak mpaBujio, onTHYeckoro oTbopa KpucTala He XBATaeT, YTOOBI C yBe-
PEHHOCTBIO CKa3aTh, YTO OTOOPAHHBII KPUCTAILT SBJISETCS MOHOKPUCTAILUIOM H,
COOTBETCTBEHHO, OBLIO ObI HElETeCO00Pa3HO TPATUTh BPeMsl Ha TOJHBIA PEHT-
TCHOCTPYKTYPHBI aHAJIN3 HEMPHUrOJHOro oObekTa. st mpubOpoB, ocHAmIeH-
HBIX TOYCYHBIMH JCTEKTOPaMH MPOU3BOAUTCSA KPAaTKOE HCCICAOBAHHE €ro C
MOMOIIBIO KamMepbl Jlays Wiy JByXKOOPIUHATHOTO IETEKTOPa, B Cliydae mpuoo-
pa, y’Ke OCHAIIEHHOTO IBYXKOOPAWHATHEIM JeTekTopoMm, Image Plate mmu CCD,
B HAJMYUHM [ONOJHHUTEIBHBIX IPUCIIOCOOICHHN JUId ONpEeNesiCHUus] KayecTBa
KpHUCTajia HEOOXOMMOCTH HET.

IToAroTOBNIEHHBIH KPUCTAUI MIOMENIAETCS HA TOHUOMETp, LEHTPHPYETCS B
OIITHYECKOM LIEHTPE IPHOOpa U MPOBEPSAETCS CHATUEM OJHOTO WM OBYX (peii-
MOB, TaK MbI OyJieM Jajiee Ha3bIBaTh MUGPAKINOHHYIO KaPTHHY, MOJYYCHHYIO C
MOMOIIBIO JTBYXKOOPIUHATHOTO neTekropa. [lo Bumy peduiekcoB (ux ¢opme,
PETYyJIAPHOCTHU pacIpeesICHUs Ha KapTUHKE, YABOCHUIO, YITUPEHUIO, BIUIOTh 10
NpeBpalICHHs] TOYCUHBIX Pe(IICKCOB B CIUIOLIHBIC JIMHUK) Ha (peiiMe MOXHO
clienarh MPEnoioKeHne O HENOCTHOCTH KPUCTAIUIA — €CIIH OTCYTCTBYIOT ca-
TEJUTUTHBIE pedIIeKCH BOKPYT OCHOBHBIX OTpaskeHui (puc. 5.4 a, 6).
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Puc. 5.4. TIpumeps! dppeiiMoB KpH-
: CTaJUIOB Pa3IMYHOrO KauecTBa Ha
T o m : npudope Bruker XSAPEX:
: g a, 6 — KPUCTAILIBI TUIOXOT0 Ka4ecTBa,
6 — «XOPOLIHNiD» MOHOKPHCTAILI, JTyTOi
. OTMEYEHO MEKIIJIOCKOCTHOE PacCTos-
e uue dyg = 0.83 A, uto cooTBercTBYET
: SR ; c6opy mauabIX 10 50° mo yrimy 26.

Ecnu Hac ynoBneTBopsieT AU(paKIMOHHAs KapTUHA B OJJHOM HallpaBJCHHH,
TO MBI IOBOpauyuBaeM KpHucTail Ha 90° OTHOCHUTEIHHO OCH BpAIEHUS TOHHO-
METPHYECKOH TOJIOBKU U ITOJy4aeM BTOPOH MPOBEpoYHbIA (peiiM. briBaeT Tak,
YTO B OTHOM HaIlpaBJICHHH KPHUCTAJUT BpOJie OBl Ja€T OTHOCUTEIIHHO Y/I0BIIETBO-
pUTENIbHYI0 AU(GPAKLIUIO, HO B INEPIEHIUKYJISIPHOM HalpaBJICHUH MbI BHIUM
«IJIOXYIO» KapTuHy. Yale Bcero Takas CHTYaIUs CKJIQJbIBAETCS C IUIACTUHYA-
TBIMH U UTOJIbYaThIMU KpHcTaiaMu. ClieJoBaTeNIbHO, MbI CHOBA BO3BPALIAEMCS
Ha CTaJ {0 BU3yalbHOTO 0TOOpa MOJ MHUKPOCKOIIOM.

[IpennonoxumM, 9T0 MBI IEHCTBHTEIFHO OTOOpad XOPOIIHi KPHUCTAJUIHK.
Janbiie 3amyckaeTcst IEPBBIN 3TaN SKCIIEPUMEHTA — ONPEZICTICHUE TapaMeTPOB
kpucraia (a, b, C, yrios o, B, Y 1 OpUCHTALUH [OIYYIEHHON TPAHCISIIHOHHOM
STIEHKH KPHUCTaIa OTHOCUTEIHHO TEOMETPHUUECKHX oceil mpubopa). [IpoBepsem
MOJTy4EHHYIO 3JIEMEHTApHYIO sueiiKy Ha BO3MOXKHBIN Iiepexo] B Oojee BbICO-
KyI0 CUMMETPHIO. 3aMETUM, YTO 3TO MPEIIIOJIOKEHUE MOXKET OKa3aThCs OIIH-
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604YHBIM, B CHJIy BO3MOKHOTO COOTBETCTBUSI METPUKH KpHCTaJIa 6oJsiee BbICO-
KOM CHHTOHMH, HO TPH 3TOM OTCYTCTBUH HEOOXOAMMBIX 3JIEMEHTOB CHMMET-
pHH, HapUMEp, KOT1a Mbl BCTPEYaeMcsl ¢ ICEBJOPOMOMYECKUMH KPUCTAILIAMH,
TO €CTh YIJIBI MOJIYUYCHHOH 3JIEMEHTAPHOH sueiiku Onu3ku K 90°, HO HeoOXoau-
MBIX Oceil 2 WM MJIOCKOCTEH B IBYX HE3aBUCHMBIX HAIPABJICHUSIX U3 TPEX HET.

[Moxy4nB mapaMeTpsl SYEHKH HCCIIEAYEMOTO KPHCTallIa, HENUIIHUM OyJeT
OLIEHUTh BO3MOXKHOCThH NOMEIIeHUs! (OpMyNIbHON €IMHULBI B 00BEM dJIeMEH-
TapHOM SYEHKHM M MPOBEPUTH HalMUKMe OJIM3KUX MapameTpoB 1o 0azam CTpPyK-
TYPHBIX JaHHBIX, Heopranmdeckoil Inorganic Crystal Structure Database, o¢u-
mUanbHBINA caitt http://www.fiz-karlsruhe.de/icsd.html, u oprarmdeckoit Cam-
bridge Structural Database, http://www.ccdc.cam.ac.uk. Bonbimas gons Bepost-
HOCTH, YTO YTO-TO IIOXO)KEEe MO MapaMeTpaM HahgeTcsi, HO HEOOXOAUMO YHO-
CTOBEPHUTHCS, YTO YETr0-TO CXOXKEro M0 XUMHIECKOMY COCTaBYy B 0aze ¢ 1mojo0-
HBIMH TapaMeTpaMH HEeT. JTO 3HAYUTEIBHO COKOHOMHMT JIParoleHHOe MpHOop-
HOE BpeMsl.

OCHOBHOI 3a/1aueil CIIEAYIONIEro 3Tara SBISETCS U3MEPEHNE C MaKCUMaJb-
HO BO3MO)XHOW TOYHOCTBIO MHTEHCHBHOCTEH OTPa’KeHUH U MOJydeHHE MacCHBa
JaHHBIX {lp}: U1 TOYEYHOTO NETEKTOpa 3TO HMPOU3BOJIUTCS OTAEIBHBIM CKa-
HUPOBaHHUEM KaXkKa0ro pediexca, Uit JBYXKOOPIMHATHOTO JETEKTOPa, KakK Ipa-
BWJIO, WIET CKAaHWPOBaHWE IPOCTPAHCTBA ITyTEM KadaHWsS KPHUCTAJIa BOKPYT
ocH TOHHOMETpHUYecKoi TonoBku Ha 0.5°, cobmpas TakuM oOpazoMm mH(OpMa-
IIUIO O BCEX, TTOTAAIONINX B 3TOT HHTEPBAI YIIIOB pedekcax, ¢ MOCIeayOIIM
MHTETPUPOBAHNEM IIOJyYCHHBIX 3KCIEPUMEHTAIBHBIX JAHHBIX MO BceM (peil-
MaM.

ITo oxoHYaHUMIO MpoLEcca M3MEPEHHUsI HHTEHCUBHOCTEH MEpexouM K oopa-
00TKE KCIEPUMEHTAIBHBIX IaHHBIX, pacIIM()POBKE U YTOUHEHUIO CTPYKTYPHL.
3avactyo 00paboTKa JAaHHBIX MPOBOJAUTCS 10 CTAHJAPTHBIM IIPOrpaMMmam, Io-
CTaBJsIEeMbIM BMecTe C TPHOOpPOM. JIONONHUTENBHBIX Ha0Op MPOrpaMMHOTO
obecrieueHnss MOXXHO CKayaTh CO CIIEIHaJIbHOTO cepBepa MexkIyHapoIHOTo
coro3a kpuctamiorpados, http://wwl.iucr.org/sincris-top/logiciel/. Ilpu HeoO-
XOIMMOCTH TIPOBOJIMTCSI KOPPEKIMSI MHTCHCUBHOCTEH Ha pa3sio’KeHUE KPHUCTal-
Jla B TIpOIecce 3KCIEPUMEHTa, Ha MOTJIONICHUE H3YYEHHs B KpUCTAIIe, yCpe-
HEHHE SKBUBAJICHTOB.

[Tocne 00pabOTKM SKCHEPUMEHTAIBHBIX JaHHBIX HPUCTYHAIOT K pacmd-
POBKE CTPYKTYphl. BonbImMHCTBO KpHcTamuiorpadoB IOJB3YIOTCS MPOTPAMM-
HBIM KOMIIIEKCOM, KOTOPBIA pa3padoTall ¥ 3HAUUTENBHO yydmmi 3a 20 ¢ Jum-
HUM JeT IKCILTyaTallu G.M. Sheldrick,
http://shelx.uni-ac.gwdg.de/SHELX/. Pacim¢poBka CTpyKTYpbl 3aKIr04aeTcs B
MOCTPOCHUN KapThl PacHpeielieHHs] JIEKTPOHHOMN TJIOTHOCTH B DJIEMEHTapHON
s4yelike KpUcTajula M B ONPE/IeNICHNH MO IHKaM Ha 3TOH KapTe KOOpAMHAT aTo-
MOB.
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Ecnu kpucramia Mbl BbIOpaJM XOpOIIHWi, TO mpobiieM ¢ pacumpoBKOi
CTPYKTYpHI He ObIBaeT. B mepBHUHOM cHHTE3e, KaK IPSAMBIMH METOJAMH, TaK 1
¢ynkumerr IlarrepcoHa, MBI MOXEM MNPUCBOUTH YacTH IHUKOB 3JEKTPOHHOU
IJIOTHOCTH 3HAYEHUS aTOMOB, TaKUM 00pa3oM 3aJaB 4yacTh CTPYKTYyphl. Jlanee
CIIENYIOT UTEPAllMOHHLIE CTaAUHA YTOYHEHMI, KOrJa CTPOSTCS Pa3HOCTHBIE Kap-
ThI 3JIEKTPOHHOM IIOTHOCTH, TO €CTh U3 PEalbHOIl KapTUHBI BHIUUTAETCS yiKe
3aJaHHas aTOMaMM 4acTh, a OCTAaBINAsACS KapTHHA BTOPHUYHO aHAIU3UpPYyeTCs, U
CHOBA HaXOJATCSI OCTaTOYHBIE MUKH.

J1st pyTUHHOTO ONpeesieHusl CTPYKTYP BayKHBI [TONPABKU Ha MOTJIOIIEHUE U
SKCTUHKIMIO. [locienHsast y4nThIBaeTCs OOBIYHO METOJOM, NPEIUIOKEHHBIM
Jlapconom [1], ocHOBaHHBIM Ha BKJIIOYEHHH SMIHMpHYecKoro koddduimenra
SKCTHHKINU § B YTOYHEHHE METOIOM HauMeHbMHX kBaapatoB (MHK):

1
B2 .53 s
Cgop |14 0001 o (5.8)

F
sin(20)

calc

rae — F*cqc BBIUMCIIEHHAs! CTPYKTYpHAsi aMILTUTYJIa C MTONPAaBKOI Ha DKCTUHK-
U0, Fcqc — BBIYMCIIEHHAS CTPYKTYpHAsI aMIUIUTYAA, § — SIMITMPUYECKUH KO-
(ULMEHT IKCTUHKIMU, A — JUIMHA BOJIHBI PEHTI'CHOBCKOTO M3ydeHus, 26 —
YTOJI OTPasKeHHUs! IEPBUYHOTO ITyUKa.

Jlist ydeTta moOrJomeHus, 0COOCHHO Ba)XKHOTO JUISl MCCIICAOBAHUS KpPHCTAl-
JIOB, COACPXKAIINX TSDKEJBIe aTOMBI, HEOOXOQMMO 3HATh MyTh MAaJArOUIEro H
OTPaXKEHHOTO IyYKa B KpUCTAJLIE:

X= CXp[— ;u(Sin + Sout )] ’ >9)
i€ Sin, Sout — MyTh MAJAOMIETO U OTPAKEHHOTO My4Ka.

CyliecTByeT HECKOJIBKO MPUEMOB BBEJCHUS MOINPABKU Ha IOTJIOLICHUE, B
TOM 4HCIIE:

1) ycpenHeHre SKBUBAJCHTHBIX OTPaKEHUM — IPOTrpaMMHBINA KOMIUIEKC
SADABS;

2) nist chepuIecKuX KpUCTAIIOB MOMPABKY MOXHO BBIYHCIIUTH aHAIUTHYE-
CKH [2], UCX0[4 U3 UX pajuyca;

3) npemnoxenHslii Yokepom u CrioaptoM Metox (mporpamma DIFABS),
OCHOBAHHBIM Ha aHAIIM3E PACXOXKICHUA Mexxy HaOmomaeMmoil (Fons) 1 BBIYHC-
neHHOHN (Feac) CTPYKTYPHBIMH aMIUIMTYJaMU U alPOKCHMAIMU UX YTOYHSEMBbI-
mu B xox1e MHK ko3¢ ¢unuenramu (koTopsie 3pPEeKTHBHO OMUCHIBAIOT HOpMY
KpHUCTaJIIA);
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4) MeTon a3UMYTalbHOTO CKAHHUPOBAHUS, PEAIM30BAHHBIN B MporpamMme
TAPER/XTL [3], ocHOBaHHBI{ Ha M3MEPEHUH UHTEHCUBHOCTEH OTPaKEHUH Mpu
MOBOPOTE KPHCTA/LIa BOKPYT HOPMAJIH K OTPaXKaroIel MI0CKOCcTH (\y-KpuBast);

5) MeToJ aHAJIMTHYECKOTO WM MHTErPaJbHOIO BBIYMCICHUS IMyTH Majaro-
IIETO ¥ OTPaXEHHOTI'O Iy4Ka B KPUCTAJUIe HA OCHOBAHMH 3HAHUS PEalbHOU Or-
paHKH KpUcTayia (MHIEKCOB Muiepa rpaHeil ¥ pacCTOSHUN MeXIly TPaHsAMH B
MM). OH peanuzoBas B nporpamme SHELX-76/YANX [4].

CrpykTypa Ha3bIBaeTCsl PEIICHHOM, KOIJla BeJIMUMHA OCTaTOYHBIX IMUKOB HE
npesbimaeT 10% oT aTOMHOTO HOMEpa CaMOTr0 MHOTO3JIEKTPOHHOTO 3JIEMEHTA B
Kpucrayuie. Hanpumep, At coeqMHEHUH, B KOTOPBIX CAMBIMH TSDKEJIBIMU aTo-
MaMH SBJISAIOTCSA 30-METalibl, JOMYCTUMasi BEJIMYHMHA OCTATOYHBIX SJICKTPOH-
HBIX MHKOB KojeGnercs B umtepane 0 + 2.5 ¢/A’. INonaTHO, 4TO MpH TOM
CTPYKTypa JOJDKHA MPEACTABISTE COOON peanabHO CYIIECTBYIONIEE XUMHIECKOE
BEIIECTBO, JINOO COKPHCTAIUIN3AT PA3IUYHBIX XUMHUYECKUX BellecTB. UTO 3TO
06o03HavaeT? A T0, UTO JUIMHBI CBS3EH, BETHMYMHBI YTJIOB MEXIY CBSI3SIMH JOJIK-
HBI HE IPOTUBOPEUUTH CYMME UMEIOIUXCS 3HAHUN O CTPYKType MaTepHalloB, a
€CITM eCTh HEKOTOpOe MPOTUBOPEYHE, TO OHO JIOJDKHO OBITh JI0OKa3aHO JPYTUMH
METOJIaMH MCCIIEA0BaHNS, KaK (PM3MYECKUMH, TaK U XUMHUYECKHMHU.

5.2. HoanonpopuibHbIA aHAIN3 THGPAKTOrPAMM MOJUKPHCTAIIOB

Ecnu skcnepuMeHTabHYI0 AN(QpPaKTOrpaMMy YAAJIOCh MPOMHAWIMPOBATH,
T. €. ONPE/ICIIUTD MAPaMETPHI HJIEMEHTAPHOH SYEHKH M yCTAaHOBHUTH IIPOCTPAHCT-
BEHHYIO TPYIITy, TO TMOCJIE BBIACICHUS OAWHOYHBIX OTPAKCHHH (JIEKOMITO3H-
(M) W BBIYMCIICHAS WX MHTEHCHBHOCTEH, MOXKHO IepeiiTn K Benmamuam |F|*
(yuutbiBas (hakTOp MOBTOPSEMOCTH) M MONPOOOBATH MPOBECTH PACHIN(PPOBKY
KPUCTAJLINYECKOW CTPYKTYpBI, MCIONb3Yysl COOTBETCTBYIOLME Iporpammel. B
MPUHIUIIE [T 3TON IEJH MOAXOAT JaKe MPOrpaMMbl pacuin(pOBKH MO IaH-
HBIM HCCJIEIOBaHHUSI MOHOKPHUCTAJUIOB. Takoil MmoaxoJ Ha3bIBalOT METOAOM HH-
TErpajJbHBIX WHTEHCUBHOCTEH, €ro MPUMEHSIOT JJIsl HE OYeHb CIIOXKHBIX CITyda-
€B.

B 1969 rony PutBenba mpemioxuna He pasziensiTh MpOoQHIb IKCIIEPUMEH-
TAJILHOHN AN PaKTOrpaMMBbl Ha OTAENBHBIE PE(UICKCHI, a UCII0Ib30BaTh €ro BeCh
nenukoM. [Ipn Hanuumuu mojxxonsieil CTapTOBOM MOJENH CTPYKTYpPBI MOXKHO
MIOCTPOUTH TEOPETHUYECKYIO Mu(pakTorpaMmy W MPOBECTH CpPAaBHEHHE C 3KCIIe-
pUMeHTaIbHON. MeHsisl mapaMeTpbl HCXOJHOW MOJIENN — KOOPAUHATBI U TEILIO-
BBIE TIAPaMETPBl aTOMOB — MOKHO JTOOMTHCSI HAWIYHIIETO COBHAACHUSA MPOpH-
neit. Takolt momxox B IUTEpaType HA3BIBAIOT MOJHOMPO(GMIFHBIM aHATH30M
win MetoioM PutBenbia. B crmcok yTodHAEeMBIX apaMeTpoB, HapsLy ¢ KOOp-
JUHATaMU aTOMOB, TeIUIOBEIMH (akTopamu u [195], BXoaaT nepemeHHbIe, Xa-
pakTepu3yronye npoduib, NPEUMYIIECTBEHHYIO OpUeHTanuio, ¢oH u 1p. B
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OTJIMYME OT YTOYHEHUS CTPYKTYpBI IO MHTEIPAJIbHBIM MHTEHCHBHOCTSIM OTpa-
KEHHUH, B 3TOM METOJIE COMOCTABIECHUE pacyeTa U HKCIIEPUMEHTA HJIET 110 BCEM
OKCIIEPUMEHTABHBIM TOYKaM JU(paKTorpaMmbl. J{Jisi OLEHKH ITOCTOBEPHOCTH
MOJIy4a€MbIX JaHHBIX HCIIOJB3YIOT OYCHb 60.]'[]:]_[106 YHCJIO KpUTEPUCB, IIPU pa-
00Te ¢ KOHKPETHOM MPOrpaMMoi ClieAyeT 03HAKOMUTBCS C €€ ONMcaHueM (Ma-
HyaJioM) M YeTKO MPEICTaBISATh ce0e 0 KaKUX BENWYNHAX HIET Peyb.

CpaBHUBasE 00BEMBI SKCIEPUMEHTAIFHON MH()OPMAIMH MOHO- U TOJUKPH-
CTAJUIOB, HAJIO IpPU3HATh, YTO IOCJIEJHHWE 3HAYUTENHHO IIPOUIPHIBAIOT. XOTs
HOBBIE MOJXO/bI K PA3JIENICHNIO HaJlararouuxcs pedaekcoB U MO3BOJIAIOT HAOH-
paTh COTHHM OTPaXEHHH, 3TO IO3BOJIICT PEUIaTh JIMIIL HE OYCHb CIIOXKHBIC
CTPYKTYPBI, TJIe YHCJIO YTOYHSAEMBIX CTPYKTYPHBIX HapaMeTpoB HE IpEBbIMIa-
et 30. s Goree CIOXKHBIX CTPYKTYp OOBIYHO YAAETCS JTOKATH30BaTh TSDKENbIE
aTOMBI, a JajbHelIIee TPOABIKECHUE 3aBUCUT OT KBATH(DHUKAIINN HCCIIEI0BATE-
751, J{7st Takux CTPYKTYp BaXKHO Ha MEPBBIX CTAAUAX PaCIIU(pPOBKU ONPENEIUTh
00IIMIl MOTUB NOCTPOCHUSI CTPYKTYpHI, YTO IO3BOJSIET B psifie CIydaeB IIpa-
BIWJIBHO BBIOpaTh NMIPOCTPAHCTBEHHYIO IPYIITY U 3aaTh CTapTOBYIO MoJelb. [lo-
CJIe 3TOT0 MOKHO MCIOJIB30BaTh IMOJHONPO(UIEHOE YTOUHEHHE.
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6. KAUECTBEHHBIN U KOJIUYECTBEHHBIN
PEHTTEHO®A3OBBIIA AHAJIN3

6.1. CoBpeMeHHBI€e 0a3bI TAHHBIX
Pentrenorpaduyeckue naHHbIe (MEKIUIOCKOCTHBIE PACCTOSHHUS U OTHOCH-

TeJIbHBIE MHTEHCUBHOCTH OTPa)KeHUIT) AJIs1 BIIEPBbIE N3yUYEHHBIX (Da3, HAUMHAS C
1945 rona, cranu 3aHocuTh B KapToTeKy ASTM (AMepukaHckoe o0IIecTBO nc-
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MBITAHUH MaTepuasioB). B kapTouky 00s3aTeNbHO BKIIOYAIH HPEANOIaraeMyro
(hopmyIly coemMHEHHS, IPU ITOM JIpPYTHE CBEJCHUS (MapaMeTpbl dJeMeHTapHON
SYEUKH, YUCIIO0 (POPMYNBHBIX EIUHMI] U TIP.) MOIJIH OTCyTcTBOBaTh. CO Bpeme-
HEM MOSBISUTHCH OoJiee TOJIHBIE JaHHbIe, UX TaKKe BHOCWIHM B KapTOTEKy, HO
YK€ MOJI HOBBIM HOMepoM. JIJisi KOOpJHHAIMN YCHIMH MHOTHX SKCIIEPHMEHTA-
TOpOB OB co3an OObETMHEHHBIH KOMUTET 110 TIOPOIIKOBBIM AU PAKIIHOHHBIM
crarmapram (JCPDS), cefiuac oH HasbiBaeTcs MEXIYHAPOJHBIA KOMHUTET IO
mudpaknuonabiM aHHbM — [CDD (International Committee of Diffraction Da-
ta).

B Hacrosiiiee Bpemsi HauboJjiee MOMHOW 0a30i peHTreHOrpadUuecKux JaH-
HBIX sBisiercs kapToTeka PDF (Powder Diffraction Files). JanHbie momydeHs!
ICDD wu3 myGiukaiii B Hay9HBIX KypHajlaX, TE3UCOB KOH(pEpEeHIINHA, YaCTHBIX
COOOIIEHUH U 10 CHCTEME MHIMBUIYalIbHBIX TPAHTOB. 3HAUUTEIBHOE YBEIHYe-
HHUE TPOUCXOAMT 3a CYET MU(PPaKTOrpaMMm, BBHIYUCICHHBIX 110 PEHTTEHOCTPYK-
TYPHBIM JIaHHBIM HCCJIEIOBaHUsI MOHOKpHCTaIIoB. Hanmuue Takoit enuHoit Oa-
3Bl JIAHHBIX TTO3BOJIAET SKCIEPHUMEHTATOPY MPOBOAMTH aHAIU3 M3Y4YEHHOro 00-
pasia o nosydeHHomy maccuBy — d;, I/lo;. st kaxkmao# kpucramimdeckoii da-
3bI TAKOW MACCHB SIBIISCTCS YHHKAJIBHBIM (aHAJOTHYHO y30py Ha mainslie). Eciu
o0paser] COAep>KUT HECKOIbKUX (a3, To audpakTorpamMma OyAeT cylepro3u-
el WHAMBUAYaNbHBIX Audpakrorpamm. [Iporieypa COMOCTaBICHUS JKCIIe-
PUMEHTAIBHBIX U KapTOTeuHBIX MaccuBoB d;, | / lo; HaspIBaeTcst peHTreHO(azo-
BBIM aHasn3oM (PDA).

6.2. Pentrenoga3oBnlii ananns

[Mox ¢azoif mOHMMAIOT TEPMOAMHAMUYECKH PABHOBECHOE COCTOSHHE Belle-
CTBa, OTJIMYaroIIeecs Mo (U3NYECKUM CBOMCTBAM OT JPYTMX BO3MOXHBIX paB-
HOBECHBIX COCTOSIHHII ATOrO JKe BellecTBa. MHOraa HepaBHOBECHOE MeTacTa-
OMILHOE COCTOSHHE BEIIECTBA TaKXKE Ha3bIBAOT (Da30il (MeTacTaOWIBHOI).
PaznnuHble KprcTayuMueckre (asbl MOTYT OTJIMYAThCS JPYT OT Jpyra THIIOM
KPHUCTAJUIMYECKOH CTPYKTYPBI, 3JIEKTPOIPOBOJHOCTBIO, 3JIEKTPUUYECKUMU H
MarHUTHBIMH CBOMCTBaMH U T. 1. [IpuueM pasHble Kpuctamindeckne (a3l Mo-
TYT UMETh OAWH U TO € COCTaB (Hampumep, rpadur, anmas, QyuiepeH), ux
Ha3bIBAIOT MOMUMOPQHBEIME Moaupukarusamu. Jns peHTreHorpadun Cymiect-
BEHHBIM MOMEHTOM SIBJISETCA OTIMYNE KPUCTAIMYECKUX CTPYKTYpP, UMEHHO
9TO IIPUBOJUT K pa3HHILE TU(PPaKINOHHBIX KapTHH.

Yenex POA 3aBucuT 0T TOYHOCTH U3MepeHuil. HecMoTps Ha Kaxy1iyrocs Ipo-
CTOTY NOJIydEHUs JaHHBIX HA COBPEMEHHOM O0OpYIOBaHHUHU, OONBIIOE KOJIHUE-
CTBO ITyOJIMKYEMBIX PEHTI€HOIpapUIECKNX JaHHBIX HE yJOBIETBOPUTEILHO MO
kauyecTBy. He ciieyer paccuuThiBaTh Ha ycrieX WAEHTU(DUKALNK, €CIId U JKCIIe-
pUMEHTAIbHBIE U CIIPABOYHbIE JaHHbIE HU3KOTO KauecTBa. Pemakropckas rpyn-
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na ICDD npoBoAWT TIIATENbHYIO MPOBEPKY MOCTYHAIOIIUX JAaHHBIX, a TaKXKe
MIEPETIPOBEPSIET YK€ BHECEHHBIE B KAPTOTEKY CBEICHUS C LIENbBIO BBISICHEHUS X
kayectBa. Kaptouku PDF 1o nocroBepHOCTH NMpHUBEICHHBIX B HUX JAHHBIX Jie-
JIAT Ha HECKOJIBKO T'PYIMIL: BBICOKOH JOCTOBEPHOCTH, OMEUYECHHBIEC 3BE30UKOMN
«*», cpemHeit — «i», HU3KOI — «O» U HE aTTeCTOBaHHbBIC — 0€3 CHMBOJIA.

He Bce KapTOukM ¢ OJMHAKOBBIM YCIIEXOM MOTYT OBITH MCIIOJIB30BaHbI MPU
JanbHeHIne padore, Harpumep, U npoBeneHuss POA oHM TOIDKHEI yHOBIIe-
TBOPSTB psily YCIIOBHH. JlaHHBIE TOJDKHBI OBITH ITOJIyYEHBI Ha XOPOIIO M3Yy4eH-
HOM, aTTECTOBaHHOM 00pasie. JIEeMEeHTHBIH COCTaB J0JDKEH OBITh YCTaHOBIICH
XUMHUYECKNM aHanu30oM. CHUIIBHBIC M CPEHHUE 10 MHTEHCUBHOCTH JIMHUH JOJIK-
HBI pa3pemarscst (T. €. pa3ieNsThes), €CIH PacCTOSHHE MEKAYy HUMH OoJible
0,2° 20. VaTeHCHBHOCTH IUQPPAKIIUOHHBIX JHHUAN ITOJDKHBI OBITH W3MEPCHBI
KonmmdecTBeHHO. Oco0oe BHMMaHHME O0pamarT Ha HEOOXOIUMOCTH DKCIEPH-
MEHTAJIFHOTO YMEHBIICHNUS IPENMYIIECTBEHHOH OPHEHTAIH KPUCTAIIUTOB.

Iouck mogxomsmux ¢a3 B kaproreke PDF M0OXXHO BecTH Kak B py9qHOM, TaK H B
ABTOMATHIECKOM pexKUMe. PaccMOTPHUM OCHOBHBIE OCOOEHHOCTH 00OUX CITydacB.

Pyunoti peswcum. TIycTh UMEETCsI MACCHB SKCIEPUMEHTAIBHBIX 3HaueHud di,
I/lo;. OH Mor ObITh HONyYeH B pe3ynbrare oOpabOTKH OJMHOYHBIX peduiekcos. B
cllydae CIIOKHOW AW(paKTorpaMMbl Moriia ObITh TPOBEJICHA NEKOMITO3HIMS, T. €.
pazzeneHue Beeil udpakTorpaMMbl Ha OTEbHbIE peduIeKehl. DTa Mpolexypa npo-
BOJMTCS TIO ClielUaIbHBIM nporpammaM (Harpumep, WINFIT), npudem 3HaHue ma-
paMeTpoB 3JIEMEHTApHOH SUEHKH He 00s13aTeNbHO. B pesynprate 00paboTKH BhIzIE-
JICHHBIX TIHKOB TAKKe (POPMHPYETCS MACCHB SKCICPHMEHTAIBHBIX 3HadeHmil O,
I/1o;. Eciit ectb npeirosioxeH1e o ToM, ¢ Kakoit (a3oil Bbl MMeeTe JIEN0, TO MOXKHO
BOCIIONIb30BaThes aaBuTHBIM ykazareneM (Alphabetical Index), B kotopom (ha3bl
PAcCIIONOKEHbI COMIACHO MPHCYTCTBYIOIIMM B HUX dJIeMeHTaM. 3a (opmyIoi ciery-
0T XapaKTePUCTUKHU TPEX MEPBBIX HanOoJIee CIILHBIX Pe(IIeKCOB U HOMEP KapTOUKH,
TJIe MOJKHO MTOCMOTPETh BCIO udpakrorpamMmy. Ecim coctaB (aspl He U3BECTEH, TO
HCTIONIB3YIOT YKa3aTellb XaHaBajlbTa, IJie BCE KApTOUKH OTCOPTHPOBAHBI COTJIACHO
TIOJIO>KEHHSIM BOCEMH HarOoJ1ee HHTEHCHBHBIX OTpaxkeHuH, HaunHas ¢ I/1o = 100% n
Jianee B ropsiike yObiBanus. Ecny mociie cpaBHEHHs ¢ KapTOTEYHBIMH JJaHHBIMU
HalIeHHOH ()a3bl Ha HKCIIEPUMEHTAIBEHOHN AN(PPAKTOrpaMMe OCTAIOTCS «JTHIITHUE
JIMHUH, TO TIPOLIEAYPY MOBTOPSIOT TS HAX. Takum 0Opa3oM, MOXKHO YCTaHOBHTH MHO-
roazHOCTH OOpasna. V3-3a CUiIbHO BO3pOCIIET0 00BbEMa KapTOTEKH PYYHON TTOMCK
ceifyac MCIONB3YIOT TOJIBKO B JIOCTATOYHO NMPOCTHIX CITyYasiX, HA CMEHY yKa3aTellsiM
MPUXOAAT KOMITBIOTEPHBIE POrPAMMBL.

Asmomamuyeckuti  pexcum. CoBpeMeHHbIe TporpamMmbl P®DA  (mampumep,
SEARCH-MARCH) He TpeOyroT npeBapuTelibHOi 00paboTKH JIU(PaKTOrpaMMBL.
OHHU camH TIPOBEIYT MOMCK OAMHOYHBIX OTPaXKEHWH U MPEUI0KaT CTApTOBBIN BapH-
aHT, KOTOPBI MOXXHO BPYYHYIO IOIPaBUTh, JJO0ABUB WIIH UCKIIFOYMB KaKHUE-TO OTpa-
eHus. B kayecTBe MOMOJHUTENIBHON HH(pOPMAIMK MOXKHO yKa3aTh Iperoarac-
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MBI cocTtaB oOpasta. Ilocme momcka mporpamMma BBIZACT HECKOJBKO HamOoiee
MOAXOIIINX (as.

Ha xoneunom 3tare nposenieHnsi POA skcriepuMeHTaTop JJO/bKeH BbIOpaTh KOH-
KPETHBI BapHaHT C Y4ETOM BCEH MMEIOIICHCS Y HEero MH(OpPMAIUKA U TPEIecT-
BYIOLIETrO ombiTa. Hanpumep, npyu npuMEpHOM paBEHCTBE MHTEHCUBHOCTEH OT-
PaKEeHUH MEXIIOCKOCTHBIC PAacCTOSIHMSI MOTYT 3aMETHO painyarbesi. Eciam ecth
YBEPEHHOCTh B TOYHOCTH TPOBEICHUS HKCIIEPUMEHTA, a KapTOYKa HaJexHasl,
TO 3TO MOKET CBHJIETEIBCTBOBATH O TOM, YTO COCTAB M3yYCHHOH (a3l HEMHO-
ro oTinyaercs. Takas CHTyalus JOBOJIEHO YacTO BO3HHKAET MPH HCCIE0BaA-
HUU TBEPJBIX PAaCcTBOPOB, HAIIPUMEP CIUIABOB. B 3TOM ciydae TpeOyercs mpo-
BECTH WHIWIUPOBAHUE IU(PPAKTOTPaMMBI, T. €. IMPHUIHCATH OTPAKCHUSIM
uHgekcsl h, K, | 1 yTouHnTh TapameTpsl sneMeHTapHoit sueiiku. Coctas ¢asbl
MOJKET OBITH ONpeieNieH MO JaHHBIM JIPYTHX HE3aBHCHMBIX METOIOB (HAmpH-
MEp, PCHTTCHOBCKHN (DJIyOpECIICHTHBIN 3JCMCHTHBIA aHaiu3, XUMHUCCKUN
aHAJIN3 U JIp.). B HEKOTOPBIX HECOXKHBIX CIydasX yAaeTcsl MPOBECTH yTOUYHE-
HUSI CTPYKTYPbI METOZIOM PEHTI€HOCTPYKTYPHOT'O aHAJIN3a OJIUKPHCTAILIOB.

Ecnu oOpazern conepKUT HECKOJIBKO (ha3, To 0OBIMHO yaeTcst 3ahMKCHpOBaTh
TOJIBKO T€, KOTOpBIE MPUCYTCTBYIOT B HaHOOJIbIEM KoJidecTBe. J[oka3aTebecTBOM
HaJIM4Msl TIPUMECHOH (ha3bl MOXKET CIIY>KHTh XOpOIIee COBIIAJICHHUE XapaKTepH-
cruk d;, I/10; HeCKOMBKUX (MHOT/IA IBYX-TPEX) €€ CAMBIX HHTEHCHUBHBIX JIAHHMIA.

Iox uyBcTBHUTENEHOCTRIO PDA TIOHMMAIOT MIHIMAITBFHOE KOJNMYECTBO (paswl B
CMeCH, JaloIiee JOCTATOYHOE KOJNMYECTBO XapaKTePHBIX JIMHUH [UIS OTPEIeIICHUS
JaHHOU (pazpl. B pasinWyHBIX CiTydasx dyBCTBUTEIBHOCTH daXKe IS OTHOM M TOM
xe (as3pl OyAeT pa3muHON. Bo-TiepBBIX, OHA 3aBUCUT OT KOJIMYECTBA M XapaKTepH-
CTHK M3y4aeMOl CMeCH: JUCIIEPCHOCTH YacTHUII aHAIU3UpyeMoit (asbl, koaduimeH-
TOB morJoieHus Becex (a3 u ap. Jaee, BakeH Crocod MPUTOTOBICHUS 00pasiia,
PBIXJIBIN 00pasell MPUBEET K YIIUPEHHUIO OTPKEHUH U CHIXKEHHIO YYBCTBHTEIIBHO-
CTHU. OTCyTCTBI/Ie [[OCTaTOqHOﬂ CTaTUCTUKHU B pacHpeCACJICHUN YaCTUl] aHaJIu-
3upyeMoii (asbl 10 pa3IMYHBIM OPHEHTAIMSIM MOJXET IPUBECTH K TOMY, YTO
(haza BooOme He Oyner oOHapyxeHa. C Ipyroil CTOPOHBI, HATMYHUE TIPEUMY-
IIECTBEHHO OpPHEHTALlMN KPUCTAJUIUTOB IPHUBEAET K 3aBHIIICHHOMY 3Hade-
HUto. J{7s yBeMWYeHUsST YUCIa OPUCHTAMHA KPUCTAUIUTOB NMPUMCHSIOT CIie-
[UaJbHBIC CIIOCOOBI TMPHUTOTOBJICHUS oOpasla W ChEMKY C BpamieHHEM
obOpasna B cOOCTBEHHOM IUIOCKOCTH. J[pyruM BaKHBIM (DaKTOpOM SBIISETCS
JIOCTYTIHOE BpeMs Ha MPOBEACHHE SKCIEPUMEHTa, 34eCh Hanboiee 3HAYMMBI
XapaKTEePHCTUKH HCIIONB3YeMOro mpuoopa (MOIIHOCTh TPYOKH, HATHINE MOHOXPO-
Mmaropa u 1p.). [Ipx MajbIX KoJIM4YecTBax MPeOoCTaBICHHOTO BEIECTBa CheMKa Ha
cepuiiHbIX audpakTomerpax OeccmbiciieHHa. CoBpeMeHHbIE H(PPAKTOMETPHI,
HCTIOJIB3YIOIUE CUHXPOTPOHHOC U3JITYUYCHUE U NMOZULMOHHO-YYBCTBUTCIILHBIC I€-
TEKTOPBI, TTO3BOJIAIOT AK€ B CAMBIX CJIOXKHBIX CIIydyasx HMOBBICUTH YyBCTBUTEIIb-
HocTh 10 0,1-0,5 %.
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6.4. KosimuectBeHHblii peHTreHo¢gas3oBblii aHaIu3

Ecnu mpouenypa npoBeneHust kauectBeHHoro POA Obuta ycremHol u Bce
OTpakeHUs Au(paKkTOrpaMMbl OTHECEHBI OIPEACICHHBIM KPHCTALTMYCCKUM
(hazam, TO MOXKHO ONPEIEINUTbh UX KOJUUECTBEHHOE (MaccoBoe MM 00beMHOE)
cooTHoureHne. Takyro Ipolenypy Ha3bIBalOT KOJIMYECTBEHHBIM PEHTIeHO(]a30-
BbIM aHAJIM30M. AHajU3 OCHOBAaH Ha CPaBHEHUM WHTEHCUBHOCTEN JMHHUHN pas-
HBIX (a3 aApyr ¢ npyroM. Eciam kpuctamindeckue CTpyKTYpbl BCEX OOHApYKeH-
HBIX B 00pas3ie (a3 U3BECTHBI, TO MOXKHO ITOCTPOUTH COOTBETCTBYIOIINE TEOpEe-
THYecKHe TudpakTorpamMmbl. OTHON U3 Hanboee MPOCTHIX M JAOCTYITHBIX KOM-
neioTepHBIX mporpamm siBisiercss POWDER CELL. IIporpamma mo3BossieT mo-
CTPOUTH CYMMApHYIO TEOPETHUYECKYIO AM(PAaKTOrpaMMy AJISl JFO0OTO COOTHO-
meHus ¢as. [Ipu 00paboTke dKCHEpUMEHTAIBHON AM(PAKTOrpaMMbl, COOTHO-
menue (a3 yrounsercss aBromatudecku. K gocromractBam POWDER CELL
ClleflyeT OTHECTH [JpY>KECTBEHHBIH HHTEpQeiic, BO3MOXKHOCTh YTOUHEHHMS
CTpYKTYpHBIX napameTpoB ([1351, koopauHar, 3aceIeHHOCTEH U TEIUIOBBIX (hak-
TOPOB) U YY€T [IPEUMYILECTBEHHOH OPHEHTAIHH.

Bonee cnoxHas 3ajada BO3HMKAeT, KOTJAa CTPYKTYpbl HalWJEHHBIX (a3 He
U3BeCTHBI. TOrza MOXKHO HCIIOJIb30BaTh «KOPYHAOBBIE unciay. C HEKOTOPOro
BpeMenn kaproreka PDF crana TpeGoBarb, 4To0OBI ONMCAaHUS BCEX BHOBB IPE-
CTaBIsIEMBIX (ha3 CONPOBOXIAINCH TAKOH XapaKTepHCTHKOM. [ aToro skcre-
pPUMEHTATOpy HEOOXOAMMO MPHUTOTOBUTH CMECh MTOPOIIKOB HCCIeayeMOoil (ha3bl
M KOpyHJa B BecoBOM cooTHomeHnu 1:1. EcrecTBeHHO, mpW NMPHUTOTOBIECHUH
HEOOXOANMO YYHTHIBATh Takue (haKTOPBI, KaK BO3MOXKHOCTh 0Opa30BaHUS IIpe-
HMMYILECTBEHHOUN opueHTauuu. Kak mokaspIBaeT NpaKkTUKa UCCIE0BaHUM TOJIH-
KpUCTAUTHIEeCKUX 00pasnoB B reometpun Jebas-Illeppepa, oHa 6onee mpuros-
Ha JJIs ONpeNeNeHnss OTHOCHUTENIbHBIX HHTEHCHBHOCTEN oTpaxkeHui. Ilocne 3a-
nucu TuGpPakTOrpaMMbl BBIYHCIISIFOT OTHOIICHHE MHTCHCUBHOCTH CHIIbHCHIIICH
JIMHUM aHATM3UPyeMOH (a3bl K MHTEHCUBHOCTH CHIIbHEHINEH JIMHUU KOpYHIa —
| / lc. Takue 3HaUSHMS AOCTYITHBI JUIS JOCTaTOYHO OoJbIIoro yncia ¢as. B anr-
JIOS3BIYHOM JIUTEpaType 32 3THM METOMOM 3akpermmiock Ha3zBanue RIR (refer-
ence intensity ratio).

Ecmu | / I¢ uccnenyembix (a3 HEM3BECTHBI, TO MOYKHO HCIIOJIB30BaTh JII000€
onHo(a3HOE BEMIECTBO (3TAJOH) C ONU3KUM KOA(P(GHUIMEHTOM IOTIIOMICHHS.
Xoporo, eciii y 3TaJoOHa €CTh MHTEHCUBHAS JTMHUS BOTU3M CHIIbHEHIIICH THHUT
aHaIM3upyeMoil (aspl, Torna rOTOBAT PsiJ cMecel (MOPOLIKH JOJDKHBI OBITh
JOCTATOYHO U3MCJIIBUCHBI U TINATCIIBHO HepeMeLHaHI)I), COCTOAIIMX U3 aHAJIU3HU-
pyeMmoii dasbl U 3TaNOHa, TPOBOISAT CHEMKHU U CTPOSIT IPAlynPOBOYHBIN rpaduK.
OTOT METOA Ha3bIBAIOT METOAOM MOAMEIIUBAHUSA. Y 3TOr0 METOJa €CTh MHOTO
Pa3HOBUIHOCTEH, HampHMep, METOJ FOMOJIOTMYECKUX Map, KOorja cieisT 3a
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napol paBHBIX 0 WHTEHCHBHOCTH OTPKEHUH, MPUHAISKALIMX Pa3HbIM (a-
3aM. OCHOBHBIM HEyZOOCTBOM IOJOOHBIX METOMOB SIBIISIETCS HEOOXOANMOCTH
MPUTOTOBJICHHUS CEPUH CMECEH, 1Tt 3TOro 00e (ha3bl TOKHBI OBITh TOCTYITHBI B
gricToM Buze. IIpu MccaemoBaHUU CMecei, COCTOSIMX M3 TpexX U Oojee a3
TaKHUe METOJIbI, KaK IIPABUIIO, HE IIPUMCHSIOT.

HmeeTcss MHOXKECTBO JIOCTYIHBIX HPOTPaMM, KOTOPBIE MO3BOJISIFOT MPOBO-
JIUTh BCE 3Tambl PEHTTCHOTPA(PHUSCKOrO aHajIH3a MOJUKPHUCTAIUIOB, BKIIIOYAS:
HaXOJKJICHUE MOJIOKEHUI U MHTCHCHUBHOCTEH IMMKOB, KauyecTBeHHEIH PDA, moi-
HOMPO(MIBHOE YTOYHEHUE U KOJMMYECTBeHHBIN PDOA.
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7. MPUMEPBI PEHIEHUSA HEKOTOPbBIX 3A/TIAY
7.1. Xoa uccienoBaHusi MOHOKPHUCTAJLIOB

Utak, TeopHi0 MBI YK€ H3YYIIH, MONYYWIH Ha AU(PPAKTOMETPE MacCHB
JAHHBIX, oOpaboTamu ero. Yrto xe Temneppb AenaTts? [IpaBuiibHO, pacmupoBbI-
BaTh.

Kakyro nH}popMannio MOKHO MOJYYHUTh W3 IPUTOTOBIEHHOTO Ha MPEAbIIY-
miem stane (aia *.ins? B kadectBe mpumepa pasOepeM IOITAIHO MPOIECC
pacundpoBKH He 0c000 CiOKHOI cTpykTyphl nuc-tpuc(l,1,1-tpudiyopo-2,4-
nenraauonaro)pyrenusi(11I).

TITL test in P2(1)/n

CELL 0.71073 8.6562 12.6941 17.8776 90.000 93.129 90.000
ZERR 4.00 0.0003 0.0003 0.0005 0.000 0.001 0.000
LATT 1

SYMM 0.5-X, 0.5+Y, 0.5-Z
SFAC CHOF RU

UNIT 60 48 24 36 4

TREF

HKLF 4

END
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Kak Buanm, 31€Ch NPUCYTCTBYET BCSI HEOOXOIUMAas! AJIsl IIEPBUYHOTO aHATIH-
3a uH(OpMaIys: mapaMeTpsl siueiika u ommOku ux onpeneneHus (CELL u
ZERR), tun sueiiku bpaBs (LATT), xonudecTBO (OPMYJBHBIX EIUHMI] Ha
S4YelKy, MPOCTPaHCTBEHHAs TPYIINa, 3aJaHHasi B BUJE I'CHEPUPYIOLINX ee Ole-
patopoB cummetrpuu (SYMM), Habop snementoB (SFAC), cocraBustommx
CTPYKTYPY ¥ KOIH4ecTBO aToMoB kaxkjoro snementa (UNIT) u ¢opmar *.hkl
(aiina, conepkamero n3mepennsie peduiekcsl (HKLF). To ects s pacmud-
POBKM HaM HY>KHBI TONbKO 2 ¢aina ¢ pacmmpenusmu ins u hkl (HazBaHwus
JIOJDKHBI COBIIAJIaTh). 3aryckaeM, HEBXKHO depe3 Kakoi MHTepdeiic, mporpam-
My xs u3 kommiekca SHELXTL, ecnu Hudero B Qaiine HHCTPYKINI HE MEHATD,
TO aBTOMATHUYECKH 3aITyCKaeTCsl pelIeHHEe MOJIEIH CTPYKTYPBI IIPSIMBIMH METO-
mamu (Ipu HEoOXOIWMOCTH, B (ailm WHCTpYKIMH mo0aBiseTcs KOMaHOa
PATT 1). Ha Beixome MBI iMeeM Gaiin *.res, B KOTOpOM COAEPKUTCS HH(popMa-
LU O MHUKaxX 3JIEKTPOHHOW IUIOTHOCTH M BO3MOXKHO IPAaBUIIHOE aBTOMaTHYeE-
CKO€ IIPUCBOEHHE HEKOTOPHIM NHKaM aTOMHBIX THUIIOB. 3aMETHM, YTO aBTOMa-
TUYECKH BHJBI aTOMOB OIPENENIAIOTCS MIPAaBIIIBHO AaJeKO HE BCETIa, U 3TOMY
HE BCeT/ia HY)KHO BEPUTb, a JIydIlle JIMIIHUKA pa3 MmoayMarh HaJl TeM, UTO Mpel-
JIOXKMIIA «MAILTHAY.

Puc. 7.1. TlepBblit sTan ompeneneHust cTpykTyphl. OnpeneneH TONbKO CaMbIi
«TspKenslin»y atoM Ru
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Kak MBI BUIUM, B aBTOMAaTHIECKOM PEKHUME HMsI TIPHCBOCHO TOJIBKO CaMOMY
0O0JIBIIIOMY MTUKY DIICKTPOHHOH IIOTHOCTH, Ru, HO XoueTcs cka3aTh, 4TO JO0BE-
PATH aBTOMaTHYECKOMY PEXXHMY HaJ0 HE BCErJa — MHOTAA 3TO JEIAaeTCs OIIU-
004HO, OCOOEHHO B Ciydae OTCYTCTBHUS TSDKEJIBIX aTOMOB B CTPYKTYpE, XOTS U
Mpearonaraloch U3 HaJM4uMe Ha CTaJuU CUHTE3a BELECTBA. TaKXkKe XOpOIIN
BUJIHO, YTO OCHOBHOI MOTHUB CTPYKTYpHI IOHATEH yxke ceiuac. [Ipu 3ToMm, dnc-
Jla psiOM C MaKCUMyMaMH 3J€KTPOHHOW IUIOTHOCTH HE CTOUT IOHMUMATh OyK-
BAJIBHO — II0KA YTO 3TO OYEHb OTHOCHTEJbHAS BEIMYMHA. [ JTaBHOE, 9TO MBI MO-
JKeM YSICHUTH M3 3TOW KapTHHBI — 3TO YTO €CTh MHOTO ITMKOB IPUMEPHO C OJIU-
HAKOBBIM KOJUYECTBOM 3JIEKTPOHOM, YTO OYEHb XOPOIIO COOTBETCTBYET MpPEJ-
BapUTEIBHBIM JAHHBIM, TaK KaK HAIlle COCTUHEHHE COCTOUT U3 OJHOTO TSDHKENO-
TO aTOMa PyTEHHS M OOJBIIOT0 KOJIWIECTBA ATOMOB BTOPOTO MEPHOIA TIEPHOIH-
geckoit cuctemsl — C, O u F. IIpucBanBas nmeHa nukaM 3I€KTPOHHON TIOTHO-
CTH, MBI CO3/1a€M MOJENb CTPYKTYpBl, KOTOPYIO IIOTOM YTOYHSIEM B IIPOrpaMme
x1 Bce Toro ke kommiaekca SHELXTL.

Puc. 7.2. Bropoii 3tan onpexneneHus cTpyKTyphl. [loka3aHbl 3HauYeHUS MUKOB
3JEKTPOHHOM MJIOTHOCTH

O003HaYKB YaCTh ITUKOB 32 ATOMBI M YTOYHUB MOJIYYCHHYIO MOJIE/Ib, MBI 10-
JIyyaeM MHKH JICKTPOHHOW IMJIOTHOCTH TaK HA3bIBAEMOTO «Pa3HOCTHOI'O CHUHTE-
3a», HAUOOJBIIIMMHU U3 KOTOPBIX SIBISIOTCS MUK B 7.73, 2.36 u 2.33. IlonsaTHO,
YTO CaMblil OOJBIION U3 MOMYYCHHBIX — €CTh aTOM (hTOpa, €ro Mbl M 0003HAYNM.
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ITocne eme ofHOM UTEpaK YTOYHEHUS MOJIENIU U YAOCTOBEPEHUS B TOM, YTO
OCTaTOYHBIC MHUKH 3JICKTPOHHOM IUIOTHOCTH HE MPEBBIMAIOT 2.5¢ 10 OTHOCH-
TenbHOM mikane (mpu 3ToM 3HaueHue R1=0.1013),MbI MOXeM NPUCTYHHUTH K
BBEJICHUIO B YTOYHEHHE aHW30TPOIHBIX CMEIIEHUH /I aTOMOB — ITOCTEIICHHO,
OT CaMBIX TSDKEJBIX K JIETKUM.

Puc. 7.3. Monekyna yuc-tpuc(l,l,l-tpudayopo-2,4-neHraguonaTo) pyre-
usi(I1). B nmurange 2 mokasanel 0003Ha4eHHs BCEX HEBOJOPOIHBIX aTOMOB.
Atomsbl H noka He onpeneneHsl

Ecian MBI BHEMATEIBHO IIOCMOTPHM Ha MONYYCHHYIO KapTHHY, TO MOXHO
3aMETHTh, YTO JJUIUIICOUABI TEIUIOBOIO CMELICHHS aTOMOB PYTEHHMS, KUCIIOPO/Ia,
YIJIepOAa BCEX TPEX XeNaTHBIX KOJEI OT PACYCTHBIX MECT BBITIIAT copa3Mep-
HBIMH JIpYT APYTY, a SIUIUIICOUBI CMEILEHUs aTOMOB (pTOpa TPeThero KoJbla
3aMeTHO OoJIbIe OCTaNbHBIX uMeromuxcs B cTpykrype (R1=0.0359). Cnenona-
TENbHO, IIO3ULMH MOTYT OBITH 3aHATHI aTOMaMH HE ITOJHOCTHI0. Ho Benb MbI He
MOXEM 06JT€F‘-II/ITI) MO3UIMI0, HE CKasaB, YTO B JIPYT'OM MECTE Yy HAaC UMECTCA
«OCTAaTOK» ATUX aTOMOB, HHAUE y HAC HE MOIYYUTCS LET0H MOJIEKYIIBI, a TOJIBKO
€€ «OTPBI30K». 3HAYUT, TJe-TO €Ie B CTPYKTYPE MBI JOJDKHBI HAUTH PaBHOLICH-
HBIE 3TUM MECTa, B KOTOPBIX MBI MOXKEM JIOKAJIM30BaTh OCTABIIYIOCS YacTh aTo-
MOB. DTOT aHaJIW3 MPOM3BOAUTCS HA OCHOBE ITMKOB OCTATOYHOH 3JEKTPOHHON
TUTOTHOCTH M aHAJIM3UPYS BHUJ| BBITSATUBAHUS DJUIMIICOMOB BJIOJb COOCTBEHHBIX
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ocedd. DTy WHOPOPMAIHIO MBI MOXXEM IMOYEPIHYTh U3 JOr-(haiiima mporpamMMbl
yrounenus (*.x1 mmm *.1st):

Principal mean square atomic displacements U

0.0261 0.0215 0.0148 Rul
0.0311 0.0275 0.0168 01
0.0338 0.0260 0.0207 02
0.0307 0.0217 0.0161 O3
0.0371 0.0235 0.0192 04
0.0323 0.0287 0.0179 05
0.0405 0.0266 0.0196 06
0.0929 0.0512 0.0230 F11
0.0459 0.0266 0.0236 Cl1
0.0894 0.0477 0.0206 F12
0.0281 0.0271 0.0176 C12
0.0893 0.0332 0.0245 F13
0.0338 0.0260 0.0226 C13
0.0345 0.0232 0.0197 Ci4
0.0541 0.0413 0.0189 Ci5
0.0629 0.0456 0.0184 F21
0.0347 0.0286 0.0175 cC21
0.0525 0.0357 0.0239 F22
0.0251 0.0243 0.0159 C22
0.0696 0.0390 0.0169 F23
0.0342 0.0252 0.0188 C23
0.0324 0.0234 0.0207 C24
0.0589 0.0345 0.0192 C25
0.1807 0.0818 0.0342 F31
0.0739 0.0468 0.0224 C31
0.1299 0.0808 0.0331 F32
0.0404 0.0293 0.0193 C32
0.2475 0.0659 0.0200 F33 may be split into 0.1142 0.6734
0.0379 and 0.0783 0.6853 0.0229

0.0577 0.0305 0.0188 C33
0.0504 0.0203 0.0161 C34
0.0774 0.0250 0.0183 C35

TyT npemnosxeHo pa3ynopsnoduTh mo3unuio aroma F33 na 2 mo3unumu, Tak-
’K€ 9TO MOKHO caenaTh u misg aroMoB F31 u F32, Tak Kak UX dJIIAIICOMIBI TEII-
JIOBOI'O CMCUICHUA TOXKEC BI)ITHHyTI)I BIOJIb OI[HOﬁ OCH. TaKI/IM 06pa30M MBI BBC-
neM B mojenb moBopoT CFs-rpynmsl nuranaa. [lpu 3ToM 3aceieHHOCTh JBYX
aJbTCPHATUBHBIX IIOJIOKEHUM IPYIIBI Mbl 3aJalUM, KaK I1apaMeTp yTOUHCHUS,
a HE 3aKpETHM )KECTKO:

AFIX 3
C31 1
PART 1
F31A 4
F32A 4
F33A 4

0.021936
0.04584

0.127626

0.14969

-0.120884

0.11556

0.036896

0.06187

-0.285792

-0.01839

-0.327742

-0.02437

0.086458 11.00000 0.05858 0.04277 =
0.02013 -0.00315

0.045278 31.00000 0.12325 0.04235 =

0.09795 0.00189

-0.299762

0.00028

0.058598 31.00000 0.09959 0.04664 =

-0.05836  -0.02668

-0.346952

0.00105

0.146058 31.00000 0.13900 0.03138 =

0.03024 0.02032
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PART 2

F31B 4 0.086396 -0.350342 0.136808 -31.00000 0.15013 0.05096 =
0.13305 -0.02833 -0.04584 0.05267

F32B 4 0.082796 -0.315552 0.023988 -31.00000 0.11309 0.08164 =
0.07991 -0.06134 0.06469 -0.03738

F32B 4 -0.127394 -0.303812 0.074578 -31.00000 0.07323 0.05772 =
0.10282 -0.03608 0.04544  -0.03236

PART O

AFIX O

Komannma AFIX 3 mo3BossieT JBUraTh BCE, 3aKII0YEHHOE BHYTPH, KakK IIENIoe,
KPYTUTh, HO HE MEHATH IJIMH CBSA3M WM YIJIOB BHYTPH Tpymnmnsl. Beens momens
pa3ynopsnodeHus TpUu(HTOPMETHIBHON TPYTIBI, MOKHO 03a00THTHCS U JIOKAIH-
3aret atomoB BogopoAa. Ho Tak kak peHTT€HOBCKOE M3ITydeHHE B3aUMO/IEH-
CTBYET B BEIIECTBE C JEKTPOHHOMN IIIOTHOCTHIO, & KOBAJEHTHBIE CBSI3H C aTo-
MaMH{ BOJIOPOJIa 3a4acTyIO MOJSIPU30BaHbI, TO AJIEKTPOHHAS TUIOTHOCTH OKa3bl-
BaeTCs CMENICHA OT MOJIOKCHUS SApa, U 1eNIeCO00Pa3HBIM MPEICTABIIACTCS YI0-
CTOBEPUTHCS MO0 OCTATOYHBIM MHUKAM 3JIEKTPOHHOM TUIOTHOCTH, YTO MBI JIEHCT-
BUTEIILHO HIMEEM HEOOXOJMMOE KOJUYECTBO aTOMOB BOJIOPO/IA, HO YTOUHSTh UX
MTOJIOXKCHUE B MOJEIH <OKECTKOTO Tela», TO eCTh C 3aMKCHPOBAHHBIMU pac-
crossausiMu C—H, N-H u O-H. [[ns 3TOro ecTh CHEeIMaTbHBIA OJOK KOMAaH]
AFIX. B pe3ynbraTe, Mbl HIMEEM MPAKTUYECKH 3aKOHUEHHYIO MOJAEIb CTPYKTY-

pBL:

Puc. 7.3. Monekyna yuc-tpuc(l,l,1-tpudayopo-2,4-neHraginoHaTo) pyre-
ausi(111). B nuranne 3 nokaszano pasynopsaouenne CF;-rpymimsl.
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Kornma Mozenb CTpYKTypHI SBISETCS y’Ke 3aKOHYCHHOH — BCe IIMKU OCTATOY-
HOMW DJIEKTPOHHOM IMJIOTHOCTH PacIiofiararoTCsi Ha MalbIX PACCTOSHUSIX OT YXKe
UMCIOIIUXCA aTOMOB, TO €CTh ABJIAKOTCA MAaTCMAaTUYCCKHMH O6pI)IBaMI/I pasio-
JKEHUS CTPYKTYPHBIX aMIUIUTYX B psg Dypbe — NOCIEAHUMHU LITPUXAMH yTOY-
HEHUS CTPYKTYpbl HE00X0MMMO 100aBUTH B (haiiyl HHCTPYKIMH pa3Mephl Ucclie-
JIOBAaHHOTO KPHCTAJUIa, YJOCTOBEPHUTHCS, YTO BapUalU¥ OTHOCHUTEIBHBIX MOJ-
Bkek atomoB (_refine ls shift/su max) muHnmanbubeie. Hekotopsie 310 co-
CTOSIHHE MPOLECCa YTOYHCHHUS HA3BIBAIOT KYCTAKAHUIIOCH», YTO OYCHb 00Pa3HO,
HO BEpHO IIepEeaeT CyTh.

W camotii mocnenHelt craaneit Mel 3a1aeM onnuto Biaun daina *.cif (CIF —
Crystallographic Information File, yrBepxnenusrii Corozom kpuctamiorpagos
¢dopmar BeiBoza ctpykrypHoit nHpopmanmu) — ACTA. [IpoBeputs Ha mocro-
BEPHOCTbH MOJYUYECHHYIO MOJIENIb CTPYKTYPbI MOXKHO Ha caiiTe Coro3a KpUCTaILIo-
rpados http://journals.iucr.org/services/cif/checking/checkfull.html.

7.2. lIpuMepHI HCCAET0BAHUS MOJUKPHCTAIOB
7.2.1. Hccenedosanue HeoOHOPOOHBIX 00pA3406

Tepmobapudeckast 00paboTKa (kamepe THIa «Topouny, 1,5-2 I'Tla, 2000°C,
3 muH) dassl Pty 7508025 (a=3,902(3) A, mp. rp. Fm-3m, OKP ~ 370 A) TpuBeIa
K 00pa30BaHMIO 5 MPOYHBIX OKPYIJBIX METAJUIMUECKUX YaCTHIl JUaMeTpoM < |
MM. KoppektHoe omucanne takoro oopasna B cxeme bparra-bpenrtano npaktu-
YECKH HEBO3MOXKHO, IO3TOMY IOJIYYEHHbIC YacTHIBI OBIIM HCCIECIOBAaHBI IO
CIeAyIoIeil METOIUKE.

OKkcnepyuMeHT ObUT MPOBEIEH Ha MOHOKPUCTAILHOM JHU(pakToMeTpe
X8APEX B reomerpun Jlebas-Ileppepa (MoKo-n3nydenne, rpaguroBsiii Mo-
HOXpoMarop, kosumuMatop & 0,35 MM). B kauecTBe perucTpupyroIiero ycrpoi-
cTBa OBUT MCIONB30BaH IUTOCKHI aByXKoopauHaTHbI CCD-meTekTop ¢ paspe-
menneM netekropa 1024x1024 (pasmep mukcens 60 mxm). Paccrosiaue ot 00-
pasia 10 IETeKTOpa COCTABISUIO 35 MM, 4TO MO3BOIWIO (PUKCHPOBATh Huppak-
IHOHHYIO0 KapTHHY B uHTepBase 0,5—51° 20. ludpakromMeTp OCHAIICH YCThHI-
PEXKPY>KHBIM TOHHOMETPOM M MPH HAKOIUIEHWH AU(PAKIUOHHON KapTHHBI 00-
pasel] coBepIal MONHbIH 000poT BOKpYT ocu ¢ 3a 15 mun. Eme nBa yria xa-
paKkTepu3yIIHe MOJOKEeHHe 00pa3iia OTHOCUTEIbHO EPBUYHOTO ITy4Ka Y U O
OCTaBaJICh HE N3MEHHBIMH.

YacTuiyy KJIEHJIH C IMOMOIIBIO 3MOKCHIHOTO KJIesl Ha KOHYMK CTEKJISTHHOW
urisl. [Ipy ycTaHoBKe Ha TOHHOMETp, 00Opa3Ibl TIIATEIHHO IEHTPUPOBAIU OT-
HOCHUTENBHO TIEPBUYHOTO Iy4YKa. B KadecTBe BHENIHEr0 TAJIOHA MCIOIb30BaHA
yactuua kepamuku o-Al,0; (SRM-1976) nuamerpom ~ 0,2 mm. O6pabotka 2D-
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nebaerpamm (cM. puc. 7.4) W X KOHBEpTHPOBAHWE B CTAaHAAPTHHIA (opmar
1(26) ObuTH BEIMONTHEHA ¢ TToMoIEk0 porpamMbl Fit2D [1] ¢ ydeToM mompaBox
Ha 3TasoH. JlanpHelmyo 06paboTKy AnpakTorpaMM MPOBOIIIIN C MCIIOIB30-
BaHMEM Mporpammbl mnosHonpoduneHoro anamuza FullProf [2]. Ilpu srom
YTOUHSUTUCH TPO(DUIIbHBIE XapaKTEPUCTUKH U, V, W, mapameTpsl (pona u [1951.

200

150

100 +

O T T e

10 15 20 25 30 35 40 45

Puc. 7.1. 2D-nebaerpamma gactunsl Pt,Os; (Ha BCTaBKe) M COOTBETCTBYIOIIAs
eil tudpakTorpaMMma.

HccnenoBanue nokaszano, 4To (a3oBbId COCTAB YACTHUI] IPEJCTABICH JIBYMS
(hazaMu, UMEIOIIUMH TeKCarOHAIBHYIO IUTOTHOynakoBaHHyo sueiky (I'TIY) u
rpaHeneHTpupoBanHyio kyondeckyro (I'LIK). Ix cooTHoueHue B HCClIeqOBaH-
HBIX YacTHIaX 3aMETHO OoTin4aeTcs. [Ipu 5ToM napaMeTpsl DJIEMEHTAPHBIX sue-
€K JIeXaT B MHTepBalax: arny 2,732—2,742(6), crny 4,32—4,34(1), arx
3,885—3,902(6) A. O6pamaror Ha ceGs BHUMAHHE OYEHb Majble 3HAYEHHUS
aryk. CormacHo, TUTEpaTypHBIM JTaHHBIM ap; = 3,923 A, a Bxoxaenue Os B pe-
ureTKy Pt MOKET MPUBECTH K €ro YMeHbIIEHUIO Iuib 10 3,9049(7) A [3]. Tlo-
JIy4eHHbIC pPe3yJbTaThl yKa3bIBalOT HAa TO, YTO OOJNAcTh TBEPIBIX PacTBOPOB
Pt,Os; x Ha ocHOBe Pt TpeOyeT yTouHeHUSI.

1. Hammersley A. P. et al., High Pressure Research. 14 (1996) 235.
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2. Rodriguez-Carvajal J. "FULLPROF: A Program for Rietveld Refinement and
Pattern MatchingAnalysis", Abstracts of the Satellite Meeting on Powder Dif-
fraction of the XV Congress of the IUCr, p. 127, Toulouse, France (1990).

3. Rudman P.S. //J. Less — Common Metals. 1967. V.12. P. 79-81.

7.2.2. H3yuenue mamepuanos ¢ HUSKUM COOEPICAHUEM
uccredyemoi ¢asvi

Co 3HaYUTENBHBIMHU TPYJHOCTSIMH IPUXOANTCS CTAIKHUBATHCS HCCIIEI0BATE-
JISIM TIPH YCTAHOBJIGHHH KPHCTAJUIOTPpaMueCcKUX CBOMCTB TaKMX MaTepualioB, B
KOTOPBIX O/1HAa M3 (pa3, UrparoInX BaXHYIO POJIb B OIPEAEICHHH UX CBOWCTB,
COJICPIKUTCSL B MaJIbIX KOJIMYeCcTBaxX. [IpuMepoM Takux 0OBEKTOB SIBISIOTCS OH-
METAIIMYECKNE KaTaIu3aTOPbl, HAHECEHHBIE HA aKTHBHBIH HOCHTENb C Pa3BU-
To# moBepxHOCTHIO (Y-AlLOs3, ZrO,, yrnepoansie HocuTenu). Kak npasmiio, ak-
TUBHBIMU YaCTHIAMH SIBJISIOTCS HAHOPA3MEPHBIE CIUIABBI ONarOpOJHBIX METal-
JIOB IPYT C APYTOM U C APYTUMU NIEPEXOIHBIMU METAJUIAMH.

Ha npakTuke uccienoBaHue oOpa3loB HAHECEHHBIX KaTalM3aTOPOB METO-
JIOM TTOPOLIKOBOW TU(PaKIMU 3aTPYAHEHO [0 TPEM OCHOBHBIM ITPUYHHAM:

— HU3KOE COoZIepKaHue uccieayemMoit dhassr;

— 3HAYUTENBHOE YHIMpEeHUE MU(PaKINOHHBIX pedIeKcoB, CBA3aHHOE C Ma-
JIBIM Pa3MepOM KPHCTaJLIUTOB,;

— MEePEeKPHITHE TI0 MOJIOKEHNIO pediiekcoB (a3bl KaTanu3aropa ¢ peduiekca-
MU (ha3bl HOCHTEIIS.

OueHp OnmM3Kasg MHUPHHA PEHTICHOBCKHUX Mpoduieil oTHocsmuxcs K daze
AaKTHBHOTO KOMIIOHEHTA M K (pa3e HOCHTENS TAKXKE OCIOXKHSET BBIZCICHUE Ma-
TEMAaTHYECKUMHU METOJaMU M3 TU(PPAKTOTPaMMBbI COCTABIIIONIEH (ha3bl KaTalu-
3aropa. Tem He MeHee, BIIOJHE YAOBICTBOPUTENbHBIE PE3YNbTaThl MOTYT OBITH
HOJy4eHbl IPH HMHTEPIPETAlMd PA3HOCTHBIX AU(PPAKTOIPaMM, IMOTydaeMbIX
BBIUMTaHHEM U3 JU(paKTorpaMMbl HAHECEHHOTO KaTalu3aTopa Judpaxkrorpam-
MBI UCXOJHOTO HOocuTels (Hanpumep, y-Al,O3) (puc. 7.2). s criaBoB, UMero-
mux 'K ctpykTypy, HanGonee nHpopMaTHBHBIM siBisiercst pediexe 311. Dror
pedrekc nMeeT 10CTaTOYHYIO MHTEHCUBHOCTH M pacriojiaraetcst (IJ1s1 TBEPIBIX
PacTBOPOB Pa3IMYHOTO COCTaBa), B oOyacTu yrios 20 — 78-82°. B saToMm nuara-
30HE YITIOB BKJIAJ B MHTErPAbHYI0 HHTEHCHBHOCTH COCTABIISIONICH KaTAJIUTH-
YEeCKOT0 HOCHTEJISI MHHIMAJICH.

[135] KaTaTUTHYECKUX YacCTHIl TBEPIBIX PACTBOPOB ONPEAEIUINCH II0 IT0JI0-
keHnIo pediekca 311, ompenensieMoMy NpO(HUIBHBEIM aHAIM30M C TOMOIIBIO
nporpammbl PowderCell 2.4. Ha puc. 7.3 npuBeneHs! SKCIEpUMEHTAIBHBIC TOY-
K{ Pa3sHOCTHBIX AN(PAKTOrPaMM U OMHCHIBAIOIINE POMIIIH, TOIydCHHBIE MTPH
YTOUHEHUHM NapaMeTpoB peleTku. JIMHelHas 3aBUCUMOCTb IlapaMmerpa Kpu-
CTaJUTMYECKOH pelIeTKH TBEpAOro pacTBopa OoT cocraBa B cucreme Au-Pd mo-

53



© www.phys.nsu.ru

3BOJIICT MIPOBECTH OIPEEICHUE COCTaBa KaTAIMTUYECKUX dacTuil. B tabmn. 7.1
MPHUBEJCHBI 3HAYEHHsS COCTaBa TBEPABIX PAaCTBOPOB, IONYYEHHBIE METOIOM
pPeHTreHOANPPAKIIOHHBIM METOZIOM.

MHTEHCUBHOCTb, OTH.

B)

70 72 74 76 78 80 82 84 8 8 90
Yron 20, rpag.

Puc. 7.2. IIpumep, WUTFOCTPUPYIOMIHMHA TOTyYCHHE Pa3HOCTHON TUQpPaKTO-
TpaMMBIL: a) 00pa3elr] HaHECEHHOTO KaTaan3aTopa; 0) KaTaTMTHIECKIH HOCUTENb
v-Al,O3; B) pa3HOCTHast KpHBasi: O — HKCIIEPUMEHTAIBHbBIC TOUKH; —— - PacUeT-
Has KpuBas U1 TBepaoro pactsopa Au-80 Bec.% Pd; r) nonoxenue pediexcon
311 u 222 gncteix Au u Pd

Ta6muia 7.1
Kpucramorpaduieckue XxapakTepUCTHKH KaTaIn3aTOPOB
Audel_x/y—A1203

Neo a4, A Cocras (asbl OKP, um
1 3,914(3) Aug,1oPdo ss 2,4
2 3,962(3) Aug33Pdg 62 1,9
3 3,994(5) All(),55pd0’45 1,7
4 4,075(2) AugogPdo g, 9,3
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NHTEHCUBHOCTb, OTH.

74 76 78 8 82 8 8 8 90
Yron 20, rpag.

Puc. 7.3. ®parMeHThl pa3HOCTHBIX IUGPAKTOrpaMM 00pa3IoB KaTaau3aTo-
POB, TIPEJICTAaBIEHHBIX B Ta0MI. 7.2.: O — 3KCIEpUMEHTAIbHBIE TOUKH; —— - pac-
YETHBIH TPOQUITb.

1) — obpazen 2; 2) — o6pazen 3; 3) — obpazern 4;

4 — monoxxenue peduexcon 311 u 222 uncteix Au u Pd

7.3. Ilpumepsl uccile10BAHUSI HAHOKPUCTAJLIIOB

7.3.1. Uzyuenue cmpykmypHo-ghazo6wix npespaujeHuii npu GopMuposanuu Ha-
HOPA3MEPHBIX CNIABOS

OmHuM U3 IpUMepoB NMpUMeHeHUsT MeTofa POA B M3y4eHHH XUMHUYECKUX
MIPOLIECCOB B TBEpAOH (ha3e sBISETCS M3ydEHUE MeXaHH3Ma (OPMHPOBAHHMS
Y4acTUI] HAHOPa3MEPHBIX CIJIABOB IMPHU TEPMHUUECKOM DPa3JI0KEHHH MHOTOKOM-
MOHEHTHBIX COEAMHEHUI-ITPE/IIIeCTBEHHUKOB.

Tak, B yCJIOBHSX TPOBEICHHS PEHTICHOBCKOTO 3KCIIEpUMEHTa in Situ, Ha BbI-
COKOMHTEHCUBHOM HCTOYHUKE CHUHXPOTPOHHOIO W3IIyY€HHs, MU3y4alCsi TEpPMO-
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nu3 armocdepe Bogoposa coeaunenus [Rh(NH;)sCl][PtCly]. AudpakrorpaMmsi
MIPOMEXYTOUHBIX CTaIuid Iporiecca mnpuBeAeHsl Ha puc. 7.4. Ilpu 45 °C nu-
¢dpaxTorpaMma COIEepKHUT JHIIb HaOOp pedeKcoB UCXOAHOrO KoMiuiekca. Ho
yxe nipu 65 °C, BMecTe C JHHUSMH €Ile Hepas3JIOKHUBIIEHCS JacTH KOMIUIEKCa,
¢dukcupyercs Habop mupokux peduiekcoB I'LIK TBepmoro pactBopa Ha OcHOBE
IUIATHHBI. DTO OOBICHAETCS TEM, 4YTO IpPU TEPMOJIU3EC MPCAMICCTBCHHHUKA MC-
TaJUT aHUOHHOM c(hepbl HAUMHAET BOCCTAHABIMBATHCS PAHBILE M BHAYAJIE BbIJIE-
JsieTcsl IaTHHA. TemmepaTypHas peKpUCTALIM3ALMS WCXOTHOTO COEIMHEHHS
npuBeNia K TOMY, YTO OTHOCHUTEIbHBIE WHTEHCHBHOCTH PE(IIEKCOB KOMILIEKCA
W3MEHHJINCh, & YACTh U3 HUX OTCYTCTBYET.

—-—-——— PY(111)
— - - - -~ Ru(11)
Pt(002)
Rh(002)

MHTEeHCUBHOCTbD, OTH.

VYron 20, rpaz.

Puc. 7.4. DBomroinus (a3oBOro CocTaBa B MPOIECCE BOCCTAHOBIICHUS
[Rh(NH;)sCl][PtCl4] B BOmOpome in Situ. ITokasaHbl MOJOKCHHUS PeIICKCOB
mnatuae! 1 pogust (M= 1,504 A, Trom)

Omnako B atMocdepe Bogopoia pa3HUIA TEMIIEPATyp BOCCTAHOBJICHUS ME-
TaJJIOB AaHMOHHOW M KaTHOHHOM YacTell KOMILICKCa Majla U METaJUIMICCKUN PO-
Ui HAaYMHAET BBINENATHCS MPAKTUICCKH cpa3y JKe 3a CTaAueH BBIICICHUS TUIa-
TUHBL. Pa3Mep 9acTull TBEpAOTO pacTBOpa 0Opa3yroIIMXCs MpU ATOHM TeMIiepa-
Type cocTaBisgeT 5-6 HM. MeTanueckue KIacTepsl TaKoro pa3Mmepa (aktude-
CKH SBIISIOTCS 3apOJBIIIAMH KPHUCTAJUINTOB M 00JIaaloT W3OBITOYHON CBOOO/I-
HOW »Heprueil. B Takux yCIIOBHAX aTOMBI poaus He 00pa3yloT OTACTbHYO a3y,
a pacTBOPSAIOTCS B PEIIETKE TBEPAOTO PacTBOpa Ha OCHOBE IUIATHHEI, JlanbHei-
€ TOBBIIICHUE TEMIICPATYPhl COMPOBOXKIACTCS MPOIOJDKAIOIIAMCS BOCCTa-
HOBJICHHEM POAXSA U (OPMHUPOBAHHUEM TBEPIOTO PACTBOPA C BCe 00JIee BHICOKHM
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cojJiep>kaHreM 3Toro kommoneHrta (tabn. 7.1). Ha audpakrorpamMmax mnonosxe-
uue peduexcor ['IK ¢a3sr mocrenenno cmemnraercs B 001acTs 0oiiee BRICOKHX
YIJIOB, TOTAA KaK TEMIEPAaTypHOE YBEIIMUEHHE MapameTpa PEeHIeTKH JOJDKHO
NPUBOJUTh K HE3HAYUTEIHHOMY CMEICHUIO MHKOB B 00JIACTh MaJbIX YIJIOB.
IIponecc 3akaHumBaercss B obmnactu Temnepatyp 320-360 °C mpu JOCTIKEHHH
skBHUaTOMHOro (1:1) cocraBa TBepaoro pactsopa. Ilpu nanpHeifmem nosblie-
HUM TeMIIepaTyphbl Hapsay C TEMIIEpaTypHBIM YBEJIMYEHHEM Iapamerpa KpH-
CTaJUTMUECKOM pElIeTKH TBEPJOro pacTBOpa MPOUCXOJUT TAKKE W yBEINYEHHE
pasmepa kpuctaumToB 10 30 HM. M3MepeHHOe Ipy KOMHATHOM TemIeparype
3HAYEHME MapaMeTpa SUCHKH MMOTyYEeHHOTO B pe3yibTaTe TBEpAOro pacTBopa (a
=3,864(1) A) TOYHO COOTBETCTBYET cocTaBy Pty soRhy s.

Tabmauma 7.1
Kpucramtorpadudeckre XapakKTepHUCTUKH MPOMEKYTOUHBIX METATHUCCKUX

¢a3, chopmuposasmmxcs npu tepmonuse [Rh(NH;)sCI][PtCl,] B H,

T,°C a,A Cocras . OKP, um
KPHUCTAJNTNUECKOH (hazbl

65 3,903* Pt() 83Rh() 17 5
160 3,899* Pty 50Rho 20 6
240 3,884* Pty 6sRhg 32 6,5
320 3,873* Pty s0Rho 4 7
450 3,864* Pty s0Rhg 50 14
25 3,864 Pt() 50Rh0 50 14
25 3,803 Rh >100
25 3,923 Pt >100

* — JlpoBenena xoppektupoBka [IKS Ha TemmepaTypHOEe pacUIMpeHHE C
Y4EeTOM 3aBUCHMOCTEH IapaMeTp — TeMIleparypa JJIs YUCThIX POJAHS U ILIaTH-
HBI.

Oco00 oTMeTHM, YTO B pe3yJbTaTe ONMCAHHBIX NIPEBpAIlEHUH TBepabIe pac-
TBOpPBI Rhy 50Pt 50 MOMyUeHsl Ipu TemmepaTypax BecbMa JalleKHX OT TeMIlepa-
Typ IUIABJIEHUS YUCTHIX METAJIIOB.

7.3.2. H3yuenue HAHOpA3MEPHbIX YACUY CNIAB08 C NIAHAPHbIMU OeqheK-
Mamu ynakoeKu cioeg pasiuiHol KpUCHALIUYeCKOU CpyKmypbl

HanovacTuibl HEOOBIMHOTO CTPOEHMSI ObLIM MONYYEHBI TPH TEPMOIH3E
JTIBOMHBIX KOMIUTIEKCHBIX coJei [Ir(NH3)][Co(C,04)3]-H,O u
[Co(NH3)s][Ir(C,04)3]. CornacHo M3BECTHBIM AMarpaMMamM COCTOSHUSI KOOAJIbT U
UpUANN BOJIM3U SKBHATOMHOI'O COCTaBa 0OPa3ylOT TBEPIbIC PAacTBOPHI BO BCEM
HUHTEPBAJIC TCMIICpATyp, OAHAKO, IO MPOTHBOPCUMBLIM JJaHHBIM PAa3IMYHbIX HC-

57



© www.phys.nsu.ru

TOYHHKOB, 3TH TBEP/IbIE pacTBOpsI MoryT nuMmeTh ibo 'K crpykrypy (Ha ocHOBE
pemeTku mwaTHHB), 1100 ['TIY cTpykTypy (Ha OCHOBE pemeTKH KoOambTa).

HarpeBanue 00pa3ioB 00OMX MPEAIICCTBEHHHKOB B arMocepe BOAOpoaa
110 550 °C u BBIZIEp)KUBAHUE MPOJYKTOB TEPMOJIM3a B TEUCHHE Yaca MPHU DTOU
TeMIIepaType MPUBOAUT K 00pa30BaHUIO MPOAYKTa AU(PpPAKTOrpaMmMa KOTOPOTO
MpHUBECHA Ha puc. 7.5.

WHTEHCWBHOCTL, UM,

Yron 26, rpaa.
Puc. 7.5. IndpakrorpaMmma npoayKTa pazaoKeHUS
[Ir(NH3)6][Co(C,04);]-H,0 B Bomopome. 1 — I'TIY dasza; 2 — 'K daza

B nmepBom mpubmmkennn HaOmomaemas Iu(pakIMOHHAs KapTHHA MOXKET
05! OBITH MPOMHTEPIPETUPOBAHA KAK CMECh SKBUATOMHBIX TBEPABIX PAacTBOPOB
Ha OCHOBE JByX Kpucraumiecknx moaudukanuii: 'K u I'TTY. Onnaxo, o6pa-
00TKa MudpaKTOrpaMMbl MOJTHONPO(UIEHBIM METOZOM, B paMKax AaHHOH MO-
JIeH, TaeT HEeYAOBIETBOPUTENBHBIN pe3ynbTatr (puc. 7.6). Xopolero cooTBeT-
CTBHSI PACUETHBIX U SKCIIEPUMEHTAJBHBIX JIAaHHBIX YAAeTCs JOOUTHCS B IPEIIIO-
JIOKEHHH, YTO YacTHUIBI 00pa3ua o0nanaoT neeKTHOW TOMEHHON CTPYKTYpOH,
B kotopoii ['TIK momensr uepeayrorcs ¢ ['TIY momenamu. [TomoOHas cTpykTypa
HaOII01aeTcst M B HAHOPa3MEPHBIX YacTHIAX KOOabTa.

MogenupoBanue TUPPaKIIMOHHBIX KAPTUH MPOBOJHUIIOCH C UCIIOIB30BAHUEM
IIPOTrpaMMHOTO oOecTiedeHust Ha OCHOBE MoJiesi ogHoMepHO (1D) pazymnopsino-
YEHHOT'O KpHcTa/ula. Mozenb MpeacTaBisieT CTaTHCTHYECKYIO HOCIIEI0BATENb-
HOCTH ABYMEPHO IEPUOINIHBIX CIIOEB.

B nmamHOM cnydae B kadecTBe ciiost ynoOHO BEIOpath ¢parmeHT AB. Torma
kyOuueckas moandukanusi AB-CA-BC... MoxeT ObITh MOJIyYeHa IMOCIen0Ba-
TeNbHBIM cMemieHneM ciios AB Ha Bextop (1/3, 2/3) (mepBsiii criocob Hamoxe-
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HUS), a rexcaroHaipHas Mmoan¢ukamus AB-AB... ma Bexrop (0, 0) (BTOpoit
cnoco6 Hanoxenwus). T.e. 00e MoaH(UKAIIMKN MOTYT OBITh TPOMOJICIIUPOBAHBI C
MOMOIIBIO 33/IaHHSI CTPYKTYpPBI 0JJHOTO clios AB n IByX pa3HbBIX cOCOOOB Ha-
JIOXKCHHS 3TOTO CJIOS Ha caMoro ce0si. BapbupyeMbIMU TapaMeTpaMu SIBIISIOTCS
BEPOATHOCTH IOABJICHHUA BTOPOIo cr[oco6a HAJIOKCHUA W2, T.C IIOSABJICHHUA CIIO-
coba HamoxeHwus, xapakTepHoro aiusi ['T1Y cTpyKTyphl, a Takxke, yCIOBHAs Be-
POSTHOCTB CIICJOBAHMS BTOPOTO CIoco0a HAJOXKEHHS 3a BTOPBIM CIIOCOOOM
HAJIOXKEHUS Py,, 9TO MO3BOIISET BapbUPOBATh TONIMIUHY JoMeHOB ¢ ['TIY cTpyk-
typoii. [Tapamerp W; =1 — W,, a mapametpsl P,, Py, u Py, , sBISAIOTCS 3aBUCH-
MbIMH OT W, 1 Py,.

111
200 220 311
222

| AL P 1
=
s
=

E | 2
o
X
m
=
Q

o 3
T
=

4

MRS AR LA R RS Rl ARl AR AR RS LA AL RALAE MR RARAS LAREYN RARLS LARE]
30 35 40 45 50 55 60 65 70 75 80 85 90 95 100 105 110 115 120
Yron 26, rpaa.

Puc. 7.6. IndpakunoHHbIE KapTHHBI, paCCUNTAHHBIE JUISl YaCTHIL] TBEP-
JIOTO pacTBOpa ¢ AOMEHHOH CTPYKTypod. CpemHssl TOJIIMHA TOMEHOB C
I'TIY crpykrypoit 2,1am. Cpemuass tommmHa gomeHoB ¢ 'K cTpykTypoit
1) 8,5 um; 2) 4,7 1am; 3) 3,3 um; 4) 2,1 5EM

Paccmotpum, kakue AnpakioHHbIE KAPTHHBI MOMYYaTCs] IPU BKIFOYEHUN
TeKCaroHaJbHBIX (pparmenToB THma ABAB... B KyOudeckyro MaTpuiry
ABCABC.... Ilycte mapamerp Py, = 0,8, 4ro OyneT cOOTBETCTBOBATh CpenHE
tomuHe goMeHoB ¢ ['TIY cTpyktypoii 2,1 um, u napamerp W, nocnegoBaresb-
Ho yBenmuuuBaetcs: 0,2; 0,3; 0,4; 0,5. 3To COOTBETCTBYET OTHOLIEHUIO CPETHEH
TonmuHbl 1oMeHoB ¢ I'TIY cTpykTypoil k cpenHeil Tonmuue qoMeHoB ¢ T'TIK
ctpykrypoit: 0,2/0,8; 0,3/0,7; 0,4/0,6; 0,5/0,5 u cpemHed TONIIMHE TOMEHOB C
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I'IK crpykrypoii: 8,5; 4,7; 3,3; 2,1 am. Ha puc. 7.7 BUgHO, 94TO Yepeayromuecs
nomensl ¢ 'K u T'TTY cTpykTypoit Ha qudpakiMOHHO# KapTUHE MPOSIBISIOTCS
TMOSIBJICHUEM JIOTIOJHUTENbHBIX (110 oTHoweHuto K nukam [ 1K cTpykTypsl, oT-
MEYEHHBIX COOTBETCTBYIOIIMMH HMHICKCAaMM) MUKOB IU(PQY3HOro paccesHus B
MOJOKEHUAX MUKOB, XapakTepHbIX 11 ['TIY cTpykTypbl (OTMEUEHHBIX CTpE-
kamu). Yem Oosnbine 3Hauenue W), T.e yeM Oolbllle OTHOIIGHHE CPEIHEH TOJ-
muHEl JoMeHoB ¢ T'TIY crpykTypoil k cpeaneidl tommuHe nomeHoB ¢ I'IIK
CTPYKTYPOH, TeM NUKH AU PY3HOTO paccestHUus] CTAHOBATCS 0oJjiee MHTCHCHB-
HeIMA. BumgHO, uTo mupuHa mukoB 220 u 311 moutn He MeHserca. [lo stum
IUKaM ObIT ompesenieH cpeHnil pasmMep o0nacTell KOTepeHTHOTO PACCEsSHUS ~
10 HM, 9TO OBUTO YYTEHO IPH MOJECTHPOBAHHH.

Jlyuamree coorBercTBHe monydeHo it OKP co cpemHnM pazMepoM OKOIO
10 1M, B mpenenax koTopbix depeaytorcst momeHsl ¢ LK u I'TIY cTpykrypoit
co cpegHel TommuHON ~ 2 HM (puc. 7.7). IlomydeHHBIH pe3ynsTar OBUT MOA-
TBEPXK/ICH aHHBIMHU IPOCBEYUBAIOUIECH IEKTPOHHON MHKPOCKOIIHH BBICOKOTO
paspemienus (II9M BP) (BcraBka puc. 7.7). Cpennuit pa3mep 4acTHI] COCTaBIIs-
et ~20 HM, a TOJIIIKMHA CJI0EB ~ 5 HM.

MHTEHCUBHOCTb, UMM,

40 60 80 100 120
Yron 20, rpag.

Puc. 7.7. — DxciepuMeHTaNIbHAS M MOJIENIbHAS TU(PPAKIIMOHHBIC KAPTHHBI JIJIS
yacTur TBepaoro pactBopa Cogsolrgso. Ha BcTaBke mokazana MukpodoTo-
rpadusa (ITOM BP) gactuusr tBepaoro pacrBopa Cogsoltgsy ¢ mIaHapHBIMH
nedexTaMu
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VYBenudyeHne TeMIepaTypsl WM BPEMEHH BBIIEPKUBAHMSA 00pasla MpUBO-
JIIT K CHIDKEHUIO 1e(DEKTHOCTH CTPYKTYPBI. Y MEHBIIICHUE KOJINYECTBA BKIIOYE-
uuii ['TIY ¢gparmenToB dukcupyercs Ha TUPpaKTOrpaMMax CHHKEHHEM UHTEH-
cuBHOCTH peduekcoB Ha 39,7 u 45,7° 20 (puc. 7.8). IlonoxeHnue pedIiekcos,
otHocsimuxcs kK 'K pemerke octaercst pakTHYECKH HEU3MEHHBIM, B TO BpeMs
KaK OTHOCHUTENbHas MHTeHCHBHOCTh Tmka 002 yBenwumBaeTcs, a BeIHMYHHA
Tooo/1111 mpubmmkaeTcst x 3HadeHuio 0,5. B KOHCYHOM HWTOTe TPH BBLICPKUBA-
HUH TPOAYKTa TSPMOJIH3a CHHTE3UPOBAHHBIX COJICH B TCUCHHE JIBYX YacOB IPH
850 °C momy4ueH ogHo]azHbIN TBepABIH pacTBop Irg 50C0g 50, 00mamarommii 'K
KPUCTaJUTHUECKO# penteTkoii ¢ mapamerpom a = 3,710(3) A, koTopoe npaxTude-
cKH coBmazaeT ¢ maHabMu dTtaroHa (PDF Ne 65-8951] u xopomro cormacyercs
CO 3HaYCHHEM, HOJTYYCHHBIM U3 SKCIEPUMEHTANLHOW 3aBHCHMOCTH IapameTpa
pelIeTKH TBEP/bIX PACTBOPOB OT COCTaBa B IAHHOW CHCTEME.

A\

JL JLSSOOC, 3u
.

WJ isso“o, 0.5
w 800°C, 1 u.

700°C, 1 u.

HHTEHCUBHOCTD, OTH. €1I.

600°C, 1 u.

550°C, 1 u.

T T T T T T T T T T T 1
30 40 50 60 70 80 90

Vron 26, rpan.
Puc. 7.8. IudppakrorpaMMbl IpOLYKTOB TEPMOIIH3a

[Ir(NH;3)6][Co(C504)5]-3H,0 nocne omkura B arMocdepe Bogopoa npu pas3ind-
HbIX YCJIOBHUAX
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