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1. BBEJIEHHUE

Merton pentreHocTpykrypHoro aHaiusa (PCA) nmpumensiercst 1uisi CTpyKTYpPHOH XapakTepu3a-
UM MaTEepHaJIOB: AJIsl ONpPEAETICHUs CTPOEHHUsS KPUCTANIOB HA aTOMHOM YPOBHE, JJISl U3MEPEHUs
[apaMeTpoB, XapaKTEPU3YIOIIUX CYOCTPYKTYpy TBEPAOIO Tela, TAKUX Kak pa3Mepbl OJIOKOB WU
3€pHa, HEOJHOPOIHOCTD 10 COCTaBY MM MHUKPOHAIIPSHKEHUSI, MO3auYHOCTh WM TeKcTypa. Meroa
OCHOBaH Ha W3MEPEHHWU HMHTEHCHBHOCTEW BCEBO3MOXKHBIX IU(MPAKIMOHHBIX OTPAKEHUNA BHYTPHU
cdepbl OrpaHUYEHUS, PATUYC KOTOPOIl OIpenenseTcss BOJTHOBBIM BEKTOPOM HCIOIb3YEMOIO0 PEHT-
TFE€HOBCKOI'0 M3Iy4YeHUs. PEHTT€HOCTPYKTYpHBIN aHaIN3 MOXKET OCYIIECTBIATHCS KaKk Ha MOHOKPH-
CTAJUIMYECKUX 00pa3lax, Tak M Ha MOJMKPUCTAIUIMYECKHX oOpasnax. Pasmep KorepeHTHBIX obiac-
Teil audpakiuu B oOpasiie He UMEET MPUHLIMIHATBLHOTO 3HAYCHHSI, © METOJl PEHTTeHOCTPYKTYPHO-
ro aHaJIM3a MOXET OBITh YCIIEIIHO PUMEHEH I NCCIIEA0BAaHM HAHOMATEPHUAJIOB, T.€. MO3AUYHBIX
MOHOKPHUCTAJIJIOB ¢ HAHOPA3MEPHBIMH OJIOKaMHU M MOJIMKPUCTANINYECKUX MaTEpUaAIOB C HaHOpa3-
MEpPHBIMHU 3epHAMU. MOHOKPUCTAIBHBIN CTPYKTYPHBINA aHAIN3 00Ja1aeT pSAAOM MPEUMYIIECTB: pe-
T'YJISIpHOE pacipenesneHue AudpakoHHBIX MAKCUMYMOB B TpexMepHOM K-mipocTpaHcTBe 103BOIIS-
€T IPOBOJUTH U3MEPEHHsI HHTEHCUBHOCTEN OOJIBIIOTO KOJIMYECTBA HE3aBUCHUMBIX OTPaXEHUH € OT-
HOCHUTEJIbHO HU3KUM pa3pelleHHEM 110 BOJIHOBOMY BEKTOpY. B ciydae moiaukpucTaliIMuecKuX Ma-
TEpUAJIOB CYIIECTBEHHO BO3PACTalOT TPeOOBaHUS K 00paslaM U CHEKTPAIbHOMY pa3pelieHUIO TH-
¢dpakTomeTpa: mpoenupoBaHUE TUPPAKIUOHHBIX MAKCUMYMOB B OJJHOMEpHOE K-TpocTpaHCTBO Cy-
IIECTBEHHO CHIKAET KOJMYECTBO HE3aBUCHUMBIX OTPAKEHHUM, KOTOPbIE MOTYT OBITh pa3pellieHbl U
U3MEPEHBI Ha MOPOIIKOBOM JU(paKkTOMeTpe. PEHTreHOCTPYKTYpHBIN aHaJIN3, OCHOBAaHHBIN Ha IOJI-
HOIPO(UIBLHOM aHaJN3€ MOPOLIKOBBIX AU(PPAKIIMOHHBIX CIEKTPOB, JaBHO M YCIICIIHO MPUMEHSET-
Csl ISl MICCIIeIOBaHMS HEOPTaHUYECKUX MaTepUasoB, B TOCIEIHEE BpeMsl MOSBISIETCS B MyOiIMKa-
UsX Bce Oonble cOOOHIEHHMH 00 yCHEIIHOM NMPUMEHEHUH METOAA Ul PEleHHs U YTOYHEHUs

CTPYKTYp ¥ OPTaHUYECKUX MAaTEPHAJIOB, B TOM YKCJIe OMOIOTUYECKUX CTPYKTYD.

2. HABHAUEHWE METOJUKH (METOJIA) U3SMEPEHUI

Hacrosimas metonnka (MeToa) NpeaHa3HavyeHa Jjisl CTPYKTYPHOU XapaKTepu3aluyd KpUCTaIlIn-
YECKUX MaTepHalIOB — ISl ONPENETICHUS] KPUCMALIUYECKOU CMpPYKmypbl, cYOCmpykmypsl U ¢aszo-
6020 cocmasa MaTEpPUAIIOB — MO MOJy4aeMbIM C IMMOMOIIBI0 PEHTTEHOBCKUX audpakromeTpoB Ox-
ford diffraction Gemini — R u Siemens — D500 — BRAUN nudpakunonusiM ciektpam. Kpucmar-
JUYecKas cmpykmypa martepuana XapakTepHU3yeTcsl MapamMeTpaMu KpUCTAIUTMYECKOW pelIeTKd U
MPOCTPAHCTBEHHBIMH KOOPAMHATAMHU COCTABJIAIOIIMX MaTepuajl aTOMOB B KPUCTAUIMYECKOH pe-
HIETKE; JOTOJHUTEIBHBIMY MMapaMeTpaMu, XapaKTepU3yIOIMUMHI KPUCTAIUIMYECKYIO CTPYKTYpPY, SIB-

JSIFOTCS 3aceleHHoCcTh U (paktop [lebas-Bamiepa aromubix nosunmii. Cyocmpykmypa Matepuana



XapaKTepu3yeTcsl pa3MepaMu OJIOKOB WIIM 3€pPEH, HEOJHOPOIHOCTHIO 10 COCTaBY W/MIM MUKPOHA-
NPSDKEHUSMU, MO3aUYHOCTBIO MM TEKCTYpoil. Pa3oewiti cocmas MaTepuana XapakTepu3yeTcs KpH-
CTAJUNIMYCCKUMU COCIUHCHUAMU, BXOOANIMMU B COCTAB MATCpUalid, U UX OTHOCUTCIIbHBIM KOJIMYC-
CTBOM.
OObeKkTaMH UCCIIEIOBAHUN SBJISIOTCS MOHOKPHUCTANIMYECKUE U TOJHMKpUCTaInYeckue (00b-

€MHBIE WJIH MTOPOIIKOBBIE) 00pa3Ibl MATEPHAIIOB W/WIIH U3 U3 HUX.

JlaHHas METO/IMKA MOXKET NMPUMEHATHCS KaK Ha YKa3aHHOM OOOpyIOBaHMH, TaK U Ha aHAJO-
TUYHBIX AUPPAKTOMETPaX, ¢ yUETOM 0COOEHHOCTEH pabOThl HA KOHKPETHOM 000PYIOBaHUH.

JlaHHas MeTouKa MOXET UCoJib30BaThCcs HE TOJMbkO B PKIIII UDTT PAH, HO u B npyrux

HAaY4YHBIX [ICHTpAX, OCHaH_[éHHBIX IoAXOOAIIUM AJIsA 3TOT'O O60py,Z[OBaHI/IeM.

3. CPEACTBA UBMEPEHUSA

Jns peanu3alMyu JaHHOM METOIMKH HEOOXOAWMBI PEHTICHOBCKHE MOHOKPUCTAJIBHBIE U TO-
pouikosbie audpaktomerpsl. B PLHKIT UDTT PAH nns atux neneii ucnomis3yercs: mpudops Gem-
ini — R ¢pupmer Oxford diffraction (Benmukobpuranus) u Siemens — D500 — BRAUN (I'epmanmus).

3.1. IIpudopsl nis usmMepeHust

3.1.1. PeHTreHOBCKUN MOHOKpPUCTaIbHBIN qudpakromerp Gemini — R cHaOxeH AByMS HCTOY-
HUKAMH PEHTTEHOBCKOI'O M3JIy4€HHUs: U3ilydeHue Mo — aHozna (IyiMHa BOJIHBI A=0.7093A) u U3JIy-
yenue Cu — aHoja (JJIMHA BOJIHEI X=1.5406A). VYcuneHnHnast onTHYecKas CUcTeMa BKJIIO4YaeT rpadu-
TOBBIE MOHOXPOMATOPbI U KOJUIMMATOPbI C BHYTPEHHUM OTpakeHUEeM. J[ByMEpHBIN JeTeKTop Iu-
¢dpakromerpa, ocHoBaHHBIH Ha CCD-TexHOMOrusX, paboTaeT OAMHAKOBO (PPEKTUBHO C 000MMHU
U3TYYCHUSMH 32 CYET ONTHUMU3AINH XapaKTEPUCTHK PEHTTEHOYYBCTBUTEIHHOTO 3KpaHa. Bes cuc-
TE€Ma perucTpaiyy CUrHaJoB 00J1aaeT OTHOCUTENbHO HU3KMM YPOBHEM IIYMOB M MO3BOJIAET MPO-
BOJUTH HCCJIEIOBaHMS 00pasloB Majoro oobema (OKOJIOo 10' 3JIEKTPOHOB) M HEMEPUOIUYECKUX
cucreM (nud¢y3Hoe paccesaue). OTKpbITass K-T€OMETpPHUs TOHUOMETPA MO3BOJSET MCIOIB30BAThH
pa3MyHbIe TPUCTABKY JJIs1 HCCIEIO0BAHNS MAaTEPUAIIOB PU HU3KUX U BBICOKUX TEMIeEpaTypax, Mpu
BBICOKHX JaBJICHUSX.

PentrenoBckuii  mudpakromerp Gemini — R mo3BosisieT NPOBOAWTH aHAIW3 aTOMHO-

KPUCTAJIIMYECKON CTPYKTYpBl MaTepHuaiioB ¢ paspemenuem 1o 0.37 A.



Tabnuua 1. PentrenoBckuil mudpakromerp it JUPPaKIIUOHHBIX U MOHOKPHUCTAIBHBIX
cTpykTypHBIX uccaenoBanuii Oxford diffraction Gemini-R

OYHKIHOHATbHBIE Y3IIbI

XapakTepuCTUKH

Onucanne/HasHadyeHue

PenTtrenoBckuii renepatop ¢
TpyOKOH

Yckopstoliee HanpsKeHUe
20 — 50xB, TOk aHOAHLIN 5 —
40MA

HcToYHUK pEHTIE€HOBCKOTO
U3JIy4EHUs

4-X-OCHBI TOHUOMETP K-

TO4YHOCTH CBEIEHUS OCEU
10mkMm, miar (yriioBble rpa-
nychl) - 0.00125 mo ocsm 0 u
®, 0.0025 o ocu k u 0.005

4-X KpYXHBIIi TOHUOMETP
JUIsl Pa3JIMYHBIX TUIIOB YTJIO-
BOI'O CKAHUPOBAHUS U MOTYy-

reoMeTpun 10 OCH (@, CKOPOCTh Bpalie-
YEeHHsI BCeBO3MOXHBIX OT-
Hus 0.005 — 3.0 rpagyc/cek, o
paKEeHU OT KpUCTaILIa
paccrosiHue 10 obpasua 40 —
150 mm
2048x2048 mukceneit, AL
—1017, aboyas TeMneparypa o
40 Cp Hai TeMICpaTyp 2-X KOOpJIMHATHBIN JETEK-
CCD netexrop Ruby “HUL, OXIBIICIIIE JIBYX- TOp JUISL pETHCTPAINH [H-

KOHTYPHOE XOJIOIUIBHUKOM
IlenpThe, pa3Mep 4yBCTBU-
TEJIHLHOTO dKpaHa ¢ = 160Mm

(dparupoBaHHOTO U3TYUECHHUS

Kpuocrar otkpsiTOoro tuna
JUIS TIO/JIEPKaHus 3a/JaHHOM
TeMIepaTypbl Ha 00pasie BO
BpeMs peHTIeHANPaKIIU-
OHHOTO PKCIEPUMEHTA, JUIS
KOHTPOJISI TEMITEpaTyphbl UC-
MOJIb3YETCS PeryIUpyeMbIi
MOTOK [apOB KUAKOTO a30-
Ta, AMAMETP MOTOKA - 8MM

Pabounii nuana3oH TeMie-
patyp 90 — 450K, TouHoCTB
noJaep>KaHus 3aJJaHHON

TemnepaTypHast IpUCTaBKa Temmepatypsi — 0.1K

3.1.2. PenrrenoBckuit qudpaxromerp Siemens — D500 — BRAUN paGotaet B pesxxume Qoxy-
cupoBku 1o bperry — bpeHTano u npenHa3HauyeH AJisl UCCIAEAOBaHUS, B OCHOBHOM, MOJUKPUCTAII-
TUYecKnX MatepuanoB. [udpakToMeTp CHA0KEH MEPBUYHBIM ACUMMETPUUIHBIM (HOKYCHPYIOIIHM
MoHoxpomaTopoM 1o Moranncony st Beinenenus Ky nuanu uznydenuss Cu — aHoJa, 4TO CyIle-
CTBEHHO yIy4IllaeT CIEKTPAIbHOE pa3pelieHue mprubopa Ha JaNbHUX TUGPAKITUOHHBIX yriax. Jlis
peructpanuu IuGpPaKMOHHOTO CHEKTPa HCHOJIB3YETCsl MO3UIIMOHHO-UYYBCTBUTEIBHBIA JETEKTOP
(ITY1) BRAUN c nuneitnbiM paspemieaneM 0.07 MM (COOTBETCTBYET YIVIOBOMY pPa3pelICHUIO
0.02°). CrangapTHas cxema ChbeMOK — @-20 cKaHMpOBaHHUE, IPH KOTOPOM HEOAHOPOIAHOCTH JETEK-
Topa HuBenupytotrcs. Mcnons3oBanue [TH][ yBennumBaer 3¢ppeKTUBHOCTD pErucTpalul CHeKTpa,
MO3BOJISISI IPOBOJIUTH ChEMKH MAJIBIX KOJIMYECTB 00pasiia, Ha CTaHJapTHBIX 00pa3Iiax BpeMs CheM-

Kl MOKeT ObITh yMeHbIieHa B 10 — 100 pa3. CreMHBIN CTaHIAPTHBIA JIepKaTellb 00pa3iia MOXKET



OBITh 3aMEHEH Ha JPYTrOW JepKaTesb, TO3BOJISIONIMN yCTaHABIMBATh HECTaHAAPTHBIE 00pasIlbl, B

TOM YHUCJIC, pa3JIMYHBIC U3CTIUA U KOHCTPYKIIMOHHBIC ACTAIH.

Tabnuua 2. PenTreHoBcKkuil TuppakToMeTp I MOPOLIKOBBIX UCCIICAOBAHHMA
Siemens D500 - BRAUN

QD yYHKIMOHAIBHBIC Y3IIbI XapakTepucCTUKu Onucanue/HazHaueHue

VY ckopsroliee HalpsKeHNUe
20 — 50kB, Tox aHOHBIN 5 —
40mMA
Si0,(10-1) — oTpaxkenue,
JUIAHBL (oKycoB A = 120MM,
B = 210MM, yucTOoTa cCiex-
Tpa - 98%, nocie KomIMMa-

PenTtrenoBckuii reneparop ¢
TpyOKOI

N cTOYHUK PEHTIEHOBCKOTO
HU3JTy4YCHUA

MoHoxpomaTop Ha IepBUY-

HOM ITy4Ke JUIsl BBIIETICHUS

CuKal - xapakrepuctuue-
CKOM JINHUU

IIepBUYHBIIT MOHOXPOMATOP
o MoranHcony

i — 100%
2-X — KpYKHBII TOHUOMETP
[Tar(yrnoBsie rpaaycsl) - BEPTUKAJIBHOW r€OMETPUM
0.002 mo ocu O m 0.001 mo | mns uccnenoBanus audpax-
2-X — OCHbIH TOHHOMET OCHU ®, paANyC U3MEPUTENb- | LU OT MOJIMKpPUCTAIINYE-
Horo kpyra 201 MM CKHMX MaTepHasoB U U3Je-

JIMA, MOHOKPHUCTAIbHBIX
KpHUCTaorpadu4eckux
Cpe30B

Aneprypa — 8°, MakCUMAaITb-
HO€ YIJIOBOE pa3pelieHue
Ilo3urmonHo- AIIIT - 0.01°, auaamuye-

YyBCTBUTEIbHBIN IETEKTOP | cas mpejienbHas HAPY3Ka

10*umir/cex., UCIIOJIb3YETCS
B PEXKUME CKAaHUPOBAHUS

JleTexTop ais perucrpanuu
nudparupoBaHHBIX OT 00-
pasua peHTrEHOBCKUX JTydYen

Jnsg uccnenoBanus mMera-
CTaOWJIbHBIX 3aKaJICHHBIX
KpUCTaNTN4YecKux (a3 u
CTPYKTYPHBIX (ha30BBIX Iie-
pEXO0A0B. Y CTaHABIMBAETCS
Ha CTaHJIAPTHBIN CTOJHK Io-
HUOMETpA, I0MYyCKAET XO-
JIOTHYIO 3arpy3Ky 00pasIioB,

AB30THBIN KpUOCTAT 3aMKHY-
TOTO THIIA, pabouunii Auarna-
TemnepaTypHas npucTaBka 30H: 90 — 300K, ToyHOCTB
MOJICpKaHUS 3aJaHHOU
temnepatypsl — 0.1K

3.2. Iloka3aTes i1 TOYHOCTH NPHOOPOB

3.2.1. B Gemini — R npu uHMnmanu3zanuu npudopa 3arpyxarorcs ¢Gaiisl ¢ TEXHUYECKUMU
napameTpamu Inpudopa, JaHHbIE B KOTOPBIX YTOUHSIOTCS C MCIOJIb30BAaHUEM TECTOBOTO KpUCTAJLIA
1 pa3 B rox KBaIM(UIMPOBAHHBIM CHELMATMCTOM. JTH MapaMeTphbl OMUCHIBAIOT TaK HA3BIBAEMYIO
MoJeNb Mpubdopa, 00ecrneunBalOT KOPPEKTHOCTh MPOBEACHUS SKCIIEPUMEHTOB, BBICTYMAIOT Kak
CTapTOBbIC 3HAUYEHUS MPU 00pabOTKE IKCIIEPUMEHTAIBHBIX JAHHBIX U HE BIHSIOT Ha MOTPEIIHOCTH

OonpeaAcIsICMbIX UCKOMBIX BCJIMYHUH.



3.2.2. TIlpomeaypa HacTpoiiku mapameTpoB Gemini— R: TecToBblli KpuCTALT 2-
Dimethylsulfuranylidene-1,3-indandione (C;;H0SO) ¢ u3BecTHO# cTpyKTypHO# (popmysoii U ma-
pameTpamu pemeTku (opropomOudeckue mapameTpsl — a = 0.5947(1)um, b = 0.9026(2)am,
¢ = 1.8399(3)um) ucnonb3yercs it KAIMOPOBKH YCTAaHOBOYHBIX IMapamMeTpoB npubdopa. [Iponenypa
3aKJII0YaeTCsl B MPOBEACHUM W3MEPEHUI IMOJOXKEHHS U WHTEHCHUBHOCTEH KOHTPOJIbHOM TpYIIIBI
CWJIBHBIX PEQIIEKCOB MPH Pa3IMYHbIX KOMOWHAIUAX YTIIOB MOBOPOTOB Oceil ronmometpa. Ilomy-
YCHHBIE JAHHBIE UCIIOIB3YIOTCS 7l yTOYHEHUS MapaMeTpoB mpudopa. [Tokazarenem KOppEeKTHOCTH
napaMeTpoB MpHOOpa SBISETCS COBMAJEHHWE M3MEPEHHBIX MapaMeTPOB PEUIETKH TECTOBOTO KpPH-
cTajia ¢ MaclopTHBIMU B mpeAenax oTHocutenbHO aucnepcuu B 0.001 u aucnepcus MHTEHCHUB-
HOCTHU KOHTPOJIBHOTO pedriekca mpu u3mMepeHun Ha pasHbix yuactkax CCD gerekTopa HIKE KOH-
TpoJibHOM BenuuuHbI (0.04).

3.2.3. TIpu usmepennsx Siemens — D500 — BRAUN npenycmoTpeHa KOpoTKasi Iporenypa
MPOBEPKU HACTPOUKH Mpubopa mepes KaxIpIM dKcrepuMeHToM. [loaHas mpoBepka XapakTepruCTUK
npubopa OCYIIECTBIIACTCS MO TECTOBOMY AKCIIEPUMEHTY C UCTIOIB30BaHUEM CTaHIAPTHOTO 00pasia
SRM1976, pekoMeHnn0BaHHOTO MexayHapOAHBIM LIEHTPOM MO NMOpomKoBbIM JaHHbIM (ICDD), 1
pa3 B 6 MecsI1eB KBATU(PUITUPOBAHHBIM CIICIIHAIUCTOM.

3.2.4. Ilponienypa mpoBepku HacTpoiiku Siemens — D500 — BRAUN: B kauecTBe TecToBOTO
oOpa3iia UCIOoNIb3yeTcsl KepaMudeckas MiacThuHka KopyHaa, Al,Os, pekoMeHI0BaHHAs B Ka4eCTBe
CTaHJapTHOI0 MaTepuana MeXayHapoJHbIM LIEHTPOM 1o nmopoumkoBeiM JaHHBIM (ICDD). IIpoue-
Jypa KAIMOPOBKH 3aKJII0YACTCS B M3MEPEHUHU TU(DPAKIIMOHHOTO CIIEKTpa oOpasiia B uareppaje 20 —
152 yrimoBbIX TPagycoB M CPaBHEHUH IMOTYYEHHBIX 3HAYCHUN WHTCHCUBHOCTH M TOJIOKEHUS ped-
JICKCOB C TMACMOPTHBIMHU 3HAYEHUSIMU JJIsi 3TOro oOpasmna. Kpurepuem KOPPEeKTHOCTH HACTPOUKH
npubopa SBISETCS COBMAJACHUE WHTCHCHUBHOCTEH MONOXKEHUH TU(MPAKIIMOHHBIX MAKCUMYMOB B 3a-
JIAHHOM WHTEepBaje (pacxokaeHue oTHocuTenbHoe He Oonee 0.07 Mo MHTEHCMBHOCTH M aOCOJIOT-
Hoe pacxoxkneHnue He 6osee 0.01 yrioBoro rpamyca mo mojJoKeHHIO).

Tabmuna 3. TecroBsiii 0Opazery SRM 1976 st kanuOGpoBKH peHTTEHOBCKOTO AU(pakToMeTpa AJis
nopourkoBbix uccinenoBanuii Siemens D500 — BRAUN, Al,O3, R-3c, a=0.4758846 nm ¢ =
0.0000109, c=1.299306 nm ¢ = 0.0000238, A (CuKa;) = 0.1540629 nm

(hkl) I 20
WHTerpanbHast MHTEHCUBHOCTH | [IMKOBasi FHTEHCUBHOCTD
(012) 32.34 33.31 25.577
(104) 100.0 100.0 35.150
(113) 51.06 49.87 43.355
(024) 26.69 25.17 52.552
(116) 92.13 83.6 57.499
(300) 19.13 16.89 68.213
(1.0.10) 55.57 34.61 76.871
(0.2.10) 11.76 8.99 88.995
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(226) 10.14 7.25 95.252
(2.1.10) 16.13 10.94 101.074
(324) 20.86 10.09 116.106
(1.3.10) 15.58 7.56 127.685
(146) 15.47 6.55 136.086
(4.0.10) 11.29 4.06 145.178

OOm1ast oTHOCHTEbHAS OIINOKA B MHTETPAIbHBIX HHTEHCUBHOCTSX = 6.12 %
OO0w1ast OoTHOCUTEIbHAS OIIMOKA B TUKOBBIX HHTEHCUBHOCTAX = 7.85 %

4. METOJ U3MEPEHUM
4.1. Ilpunuun padoThbl MeTOAA

Metox ocHOBaH Ha U3MEPEHUH AU(PAKIIMOHHBIX CIIEKTPOB (YIJIOBBIX KOOPAMHAT U UHTEHCHB-
HOCTEH BCEBO3MOXKHBIX TU(PPAKIMOHHBIX OTPAKEHUH) MaTEpUaoB C MOMOIIbIO PEHTI€HOBCKHX
IU(HPaKTOMETPOB U TOCIEAYIOIIEM aHaIu3€e MOJydeHHBIX crekTpoB I(K) ¢ momompio makeTa BbI-
YUCIIUTENbHBIX MPOrpaMM, BXOJSIIET0 B KOMILJIEKT MPUOOpA, W/HUIU CHENUATbHBIX BBIYUCIUTEb-
HBIX TIPOTpaMM, OOILEPUHSITHIX JIJIsl COOTBETCTBYIOIIETO aHAIN3a.

PeHTreHoCTpyKTYpHBIN aHAIN3 MOXKET OCYIIECTBISITHCS KaK HA MOHOKPHCTAIITMUECKUX 00paz-
ax, TaK U Ha MOJMKPUCTALNTNYECKUX 0Opa3iax. MOHOKPUCTAIBHBIN CTPYKTYpHBIN aHaan3 obma-
JaeT PAIOM NPEUMYILECTB: PEryjsipHOe pacrpejelieHne TUGPaKIUOHHBIX MAaKCUMYMOB B TpeX-
MepHOM K-IipocTpaHcTBe MO3BOJSET TPOBOJAUTH U3MEPEHUSI UHTEHCUBHOCTEN OOJIBIIIOTO KOJIUYECT-
Ba HE3aBUCUMBIX OTPAKEHUN C OTHOCUTEJIBHO HU3KUM pa3pelieHHuEM [0 BOJHOBOMY BEKTOpy. B
cllyyae TOJMKPUCTAIUIMYECKHX MaTepPHaliOB CYIIECTBEHHO BO3pacTaloT TpeOoBaHUS K oOpas3laMm u
CHEKTpaJIbHOMY pa3pelieHuio audpakromMerpa: npoeuupoBaHue TUPPAKIMOHHBIX MakKCUMyMOB B
OJIHOMEpHOE K-IpOCTPaHCTBO CYIIECTBEHHO CHUXKAET KOJMYECTBO HE3aBUCHMBIX OTPAKEHHM, KO-

TOpBIE MOT'YT OBITH pa3peIieHbl U U3MEPEHBI Ha MOPOUIKOBBIX crekTpax I(k).

4.2. JImanma3oH U3MepeHHil, TOYHOCTHh MeTO/A.
Jlnama3oH BeTWYWH, U3MEPSIEMBIX IO JJAHHOM METOJUKE, U MOTPEIIHOCTH U3MEPEHUN TIPH-

BeneHsbl B Ta0mune 3:

Hsmepsiemas BenmnunHa IIpenenst uzmepe- [TorpemHocTu n3MepeHun
HUU
[TapamMeTpsl KPUCTALIINYECKON OtHOCUTENBHAS
pelieTk {a}, NOTPEIIHOCTh U3MEPEHUN
MOHOKpHCTaNbHas JUpaKIus (0.2 + 10) am da/a =107
Ha Gemini-R
[TapameTpsl KprUCTaUIMYECKOU OtHOcuTEeNbHAS
peuieTk {a;}, MOTPENTHOCTh U3MEPEHUIN
HOPOIIKOBast AU(PAKIIUS (0.2 +3) am da/a = 10"
na Siemens D500
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Koopaunatsl aTOMOB B KpHCTa-

AOcCoNIoTHAs TIOTPENTHOCTD

na Gemini-R

. 0 + 10 am 8
JMYECKON pelIeTKeE, U3MEepeHUit
MOHOKpHCTaJIbHAS TU(PAKIIHS 0.0003 um
na Gemini-R
MexaToMHBIE paCCTOSIHUSA B KPH- 0.0+ 10) AOCOmIOTHAsT TOTPEITHOCTh
CTAJUIMYECKON CTPYKTYpE, MOHO- U3MEepeHUit
KpUCTaJIbHAsA JUPPAKIHS 0.0005 am

OTHOCHUTEIBEHOE KOJIUIECTBO Kpu-
CTAJUTHYECKOH (ha3bl, TOPOIIIKO-

(0.05 + 0.95) Beco-

AOcoroTHAs TTOTPENTHOCTh
U3MEPECHUI

Bas AU paKIus BBIX AoIeH 0.025 BecoBbIX m0ei
Ha Siemens D500
Pa3meps! kpuctamimueckux 3e- (2£200) 1M OtHOCuTENbHAS
peH, MopouIKoBas AUPpaKus MOTPEIIHOCTh U3MEpPEHUN
na Siemens D500 SL/L =5.10"

[Ipu mpoBeneHNN U3MEPEHUN 1JIsI MOHOKPUCTAJIBLHOTO CTPYKTYPHOI'O aHAJIM3a OJHUM W3

TJIaBHBIX KPUTCPUCB OLICHKH €TI0 KaUCCTBA CIIYXKUT OTHOLICHHUC Cpe,Z[HGI\/'I HHTCHCHUBHOCTHU OTPAKE-

HUU K cpefHel omuoke n3MepeHust nHTeHcuBHOCTH (<I>/< o(1)>). B manHo#t MeTOIMKE 3TO COOT-

HOIIICHHE JTOJDKEH ObITh He MeHee 10, 11 JOCTIKEeHHS TTapaMeTPOB MOTPENTHOCTEH, MPUBEICHHBIX

B Tabnuue 3, HeoOxoaumo npessitenne 3HadeHus 20. J{pyras xapakTepucTHKa, OTBeYaromas 3a
Ka4eCTBO SKCIIEPUMEHTAIBHBIX JAaHHBIX, SIBJIAETCS MpeesnbHoe paspemienue d = A/2sin(0), ¢ koto-
PBIM MOXHO BBIYMCIIATH JETAIH 3JIEKTPOHHOM INIOTHOCTH B KpHcrtamie. [1o cornamennto, npuHs-
ToMy B MeXIyHapOJHOM COI03€ KpHucTaiorpadoB, JaHHOE 3HAYCHHE JIOJDKHO OBITH HE OoJiee
0.0811M, uTO OmpeneseTcs ATMHAMU BOJIOPOIHBIX CBA3EH B OpraHn4ecKkux Mosiekynax. Ooe atu

BEJIMYMHBI HCIIONIB3YIOTCS ITPU BEIOOpE CTpAaTEerny BBIMOJIHEHHS M3MEPEHUI: 0011ee BpeMsi poBe-

JICHHUS] UBMEPEHUIN U YTJIOBbIE HHTEPBAJIbl U3BMEPEHUN.

[TorpemnocTy B onpe/esieHny NapaMeTpoB KPUCTAIIINYECKON PELIETKU M0 JaHHBIM MOHO-

KpPHUCTaIbHOM TU(pakuny, noydyeHHbIM Ha Gemini-R, B 0CHOBHOM 00yCITOBIIEHBI TEXHUUYECKUMHU

napameTpamu npubopa u npu uzmepeHusx ¢ paspeuienueM d > 0.081HM cOCTaBIAIOT OTHOCUTENb-

Hyto Bennuuny 0.001.

[Tpu pemieHny U yTOUHEHUU KPUCTAJUTMUECKOM CTPYKTYPHI B KAUECTBE OLIEHKH UCIOJIb3YIOTCS

TaK Ha3bIBaeMbIil R-(pakTop — OTHOCUTENbHAS CPEIHSSA BETUYNHA OTKIOHEHHS CTPYKTYPHBIX aM-

IJIUTY[l, PACCUUTAHHBIX U3 MOJEIU CTPYKTYPBI, OT SKCIIEPUMEHTAIbHbIX 3HAYCHUN:

JonyctumbiM siBrisieTcst 3HadeHue R-pakropa menee 5%, uro obecrneunBaeT MOrPeIHOCTh OTl-

R1 = ZlIFol-IFcll/ZIFol. (4.1)

penensieMbIX mapamMeTpoB B Ipezenax, ykazanHbelx B Tabmuie 3. [Ipu 3TOM riiaBHOM XapaKTepucTH-

KOH BBICTYNA€T TOUHOCTh OIPEEIICHUS JUIMH CBA3EH (MEKATOMHBIX PACCTOSIHUI) B KpUCTAJLIIMYE-

CKOM CTpYKType. s KpUCTaIM4eCKON CTPYKTYPhI COIEpIKAIEed MOJIEKYJIbI C JIETKUMHU aTOMaMH,
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Z. (atoMmHBIN HOMED) < 20, omMOKa B ONpeIeICHUH MEKATOMHBIX CBSI3€H 10 COrIameHno Mexmy-
HapOJHOTO CO03a KpucTayuorpados He qopkHa npesbimars 0.0005 am. s cTpyKTyp, coaepika-
IIUX TSDKENbIe aToMBI, Z > 20, TpeboBaHust MOTYT OBITH OoJiee CTpoTHe.
Teopernueckasi CTpyKTypHasi aMIUTUTy/1a AaeTcst GOpMyIIon
Fc = Xfiexp[2mi(hx;+ky;+1z;)], (4.2)

rae fj — aromHble QyHKIMM paccesHMs, 3Ha4€HHsA KOTOPBIX TaOylIMpPOBaHBI U COJAEPXKATCA B IPO-
rpammHoM nakere CrysAlisPro, mocrasisiemom ¢ audpakromerpom Gemini-R; h,k u 1 — unnexcs
IU(PaKIMOHHBIX MAKCUMYMOB; a Xj,Yj U Zj — aTOMHBIE KOOPANHATHI B KPUCTAITIMYECKOH pelieTKe,
CYMMHPOBaHHE MPOU3BOJUTCS MO BCEM aToMaM, BXOJAIIUM B AJIEMEHTapHYIO siueiiky. MuHumuza-
s pyHkponana (4.1) mpou3BOAUTCS MOJHOMATPUYHBIM METOJIOM HAaUMEHBIIUX KBaJpaToB, PU
TOM aBTOMAaTUYECKU BBIYMCISAIOTCS CPEJHUE 3HAUYEHUS YTOUHSAEMBIX KOOPAMHAT U HUX CpEeaHe-

KBaApaTUYHbBIC OTKIIOHCHUA.

[Ipu mpoBeeHNU U3MEPEHMIA IO TOPOLIKOBOM TU(PAKIIUU BPeMsl U3MEPEHHI OIIEHUBACTCS
UCXOJS U3 CPEHEN HHTEHCUBHOCTH ITUKOB ciekTpa: 1/ VN nomxkno GuiTh He 6oee 0.01, aToT KpHU-
TepUil MPUMEPHO COTJIACYeTCs ¢ TPeOOBaHUEM HaOOpa MHTEHCUBHOCTH JUIsl CAMON CHJIBHOW JIMHUH
crektpa B 100000 nmmynbcoB. [Ipu Takoi cTaTUCTUKE U3MEPEHUN JaTbHEHIITHI TOTHOTPODUITE-
HBIN aHAJIM3 CIIEKTpa METOO0M PUTBeENba CTAHOBUTCS HA/IEAKHBIM.

Merton PutBenbia — 3T0 METOJ] YTOYHEHHUs TapaMeTpoB oOpasia (cooTHouieHue (a3, mapamer-
PBI PEIIETKU Kax10H (a3bl, TEKCTYpPbl, KOOPJUHATHI ATOMOB, 3aC€JIEHHOCTh U Jp.), OCHOBAaHHbII Ha
IIOJTOHKE PACCUUTAHHOTO CHEKTPa K DKCIIEPUMEHTAIIBHOMY C IIOMOILIBIO BApUALMHU dTUX MapaMmeT-

poB. KonndecTBo c4€TOB B TOUKE U3MEPEHUS:
vo= ) w020, -260)+ D, + B @3)
H

-H COOTBETCTBYET bpAITOBCKMM NUKaM, JAKOIIUM BKJIaJ B KaHa i..

Iy — untencusHocTh Bparrosekoro muka H, Iy ~ Fe, (eM. dopmyay (2))

0(26, — 268y) - Bennuuna HOpMamM30BaHHON MPOdUILHOM (yHKIMK Bparrosckoro pediexca
npu 2 6; o6ycnosnennoii peprexcom H pu 26y.

D; — mudpdysuoe paccesnue, B; — pomn.

Nupopmarmst 06 yepeaHEHHOH KPUCTaLTMYECKOil CTpYKType comepxkutcs B Iy u 28y, dopma u
pa3Mepsl obiacTeil KOrepeHTHOTO paccesHusl, a Takke MH(opMalus O HANPSIKEHUSIX BBI3BAaHHBIX
nedeKTaMu coIepKUTCS B TpOoPHIIbHON (PYHKITHH.

KauecTBO moAroHkH onpenensercs ¢ MOMOIIBI0 pacyéra crenruanbHbIX K03 puunueHTos:
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R; = Zllo-Icl/Zlo, R, = ZIY0-Ycl/ZY0, Ryp = (EWIY0-Ycl/ZWY0%)"?, S = Ryp/Rexp, i€ YC — TEOpE-
TUYECKUE 3HAUEHUS MHTEHCUBHOCTEN crieKTpa (4.3). 3asBJIEHHbIE IOTPEIIHOCTH B ONPEAETIAEMBIX
napamerpax obecrnednBarorcs npu Ry, He 6onee 0.07. OOmuUM KpUTEPHEM JOCTOBEPHOCTH MOITY-
YEHHOTI'0 pe3yJIbTaTa sIBJISETCS CTENEeHb OJIN30CTH K UAEaNbHOM OATOHKE (PaCCUMTAHHBINA CIEKTP
COOTBETCTBYET 3KCIIEPUMEHTAIBHOMY CIIEKTPY B Mpe/eIax CTAaTUCTUYECKON OIIMOKN U3MEPEHUs
UHTEHCUBHOCTH, S —1.0), husznueckas onpaBaqaHHOCTh 3HAYCHUI MOATOHOYHBIX TAPAMETPOB U pe-
QIBHOCTh MOJIENIN 00pa3slia, MOCTPOSHHOH C MOMOIIBIO STHX TapaMeTPOB.

[TorpemHocTy B onpeiesIeHuH apaMeTpoB KPUCTAIUIMUECKON PELIETKH M0 JAHHBIM OJIH-
KpUCTATBHOUN audpakiyu, morydaeHHbIM Ha Siemens D500, B ocHOBHOM 00YCIIOBJICHBI TEXHUYE-
CKMMH MapaMeTpaMu Mpudopa u npu u3MepeHusx ¢ paspemenuem d > 0.08 1HM cocTaBiIsIOT OTHO-
cutenbHyto Benuuuny 0.0001.

Munnmusanus @yskunonana R, = XlYo-Ycl/ZYo wm Ry, = (ZW|YO—YC|2/ZWY02)1/ 2 IUIS BCETO
CHEKTpa MPOU3BOIUTCS IMOJIHOMATPUUHBIM METOAOM HaUMMEHBIINX KBAApPaTOB, IPU 3TOM aBTOMAaTH-
YEeCKH BBIYUCISIOTCS CPEeIHUE 3HAYCHUSI YTOUHSAEMbIX KOOPJMHAT U MX CPeIHEKBaJApaTHUHBIC OT-

KJIOHEHHUS.
5. YCJIOBUS ITPOBEJIEHUS U3MEPEHMIA.

5.1.  TpeGoBaHUS K TOMEIMICHUIO.
[Tomerienue TOMKHO OBITH CYXHM M OTAIUIMBAEMBIM C UCKYCCTBEHHBIM OCBCIICHHEM B COOTBETCT-
BUH C JCHCTBYIOIIUMH HOPMaMH ISt Ta00paTOPHBIX TOMEIIECHHA.
[TomerieHre TOMKHO UMETh 3a3eMIISIFOIIUN KOHTYP, JICKTPUUYECKOE COMPOTUBICHUE KOTOPO-
ro JI0JKHO OBITh He Ooitee 4 OM.

[Tpu BBIMOTHEHUU U3MEPEHUN JOJKHBI OBITH COOJIIO/IEHBI CEIYIOIINE YCIOBHUS:

TeMIiepatypa Bo3ayxa 22+3°C; BaXHO COOIIOJaTh CTaOMIIBHOCTH TEMIIEPATyphl B XOJIE

MMPOBCACHUA SKCIICPUMCHTOB;

atmochepnoe nasnenne 84-106,7 xIla (690-800 MM pT. CT.);

OTHOCHTEJIbHAS BIIAJKHOCTH BO3/tyxa He Oosiee 80 % mpu temriepatype 23°C;

CTaOMIIBHOCTD DJIIEKTPUYECKOTO HANIPSDKEHUS B CETH HE XYke 5%
5.2.  TpeboBanus k obpasuam
CrangapTHBIN 00pa3er] JOHKEeH OBITh MOATOTOBJICH B COOTBETCTBUU C OOMIMMH TPEeOOBAHUSIMU
K 00pa3maM /sl UCCIICIOBaHUI Ha PEHTTEHOBCKUX AudpakToMeTpax. s MpoBeaeHHs CheMOK Ha
nudpakromerpe Siemens D500 craHmapTHBIME SIBIISFOTCS IOPOIIKOBBIE 00pa3Ibl MaTepraia o0be-
MOM He MeHee | M’ M TBepble IUIACTHHBI MATEPUAIA C IUIOCKOI TOBEPXHOCTBIO (OTKIIOHEHHS OT

wiockoctu He Gosee 0.03MM) U pazmepamu 40x40x5MM°. CrannapTHBIMU 00pa3liaMd MOHOKPH-
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CTaJVIOB HEOPTaHMYECKOT0 MaTepuaia sl IpOoBeIeHUs ChbeMOK Ha nudpakrtomerpe Gemini-R sB-
astores mwapuku auamerpoM 0.1 — 0.3 MM MM KpUCTaJUIUTBL C €CTECTBEHHOM OIpaHKOM TaKUX XKe
pa3mepoB. B cirydyae opraHn4eckux KpucTajuioB pa3Mepbl oopasia coctapisioT 0.2 — 0.6 M.
5.3. TpebGoBaHus K XO1y BHITIOJIHEHUIO U3MEPEHUI

HeoOxomumbIM ycioBHEM TMPOBEACHUSI aHAIW3a SBISIETCS pabodee COCTOsSHHUE Mpubopa, T.e.
COOTBETCTBUE IapaMeTPOB HACTPOWKM MpuOOpa yKa3aHHBIM B MpUJIAraromieicss HOPMAaTHUBHO-
TexHu4yeckon gokymenranuu Acceptance Specifications Oxford diffraction - Gemini R,
Specifications SIEMENS D-500 - BRAUN. HM3MepeHusi BBINOJHSIOTCS TIEPCOHATIOM COOTBETCT-

BYIOIIEH KBATM(UKAIIIH.

6. TPEBOBAHUA K BE3OITACHOCTH

TpebGoBanust Mo 6€30MACHOCTH TIPH MPOBEJICHNUN aHaJu3a Ha Mpuoope
Gemini — R u Siemens — D500 — BRAUN co0TBETCTBYIOT U3105KEHHBIM B HHCTPYKLIUAX:
— Nel UuacTpykmus o Texuuke 6e3omacHoct 1t cotpyaaukos MOTT PAH;
— Ne2 MucTpyKIus o TeXHUKE 0€30MacHOCTH TIPH paboTe Ha JIEKTPUUYECKUX YCTAaHOBKAaX B Hayd-
HBIX MOAPA3ACICHUSIX;
— No145. UucTpykius o oXpaHe Tpya pu paboTe Ha peHTTeHOBCKHUX aImapaTax.
— Ne221. UHCTpYyKIIHS TT0 TEXHHUKE 0€30MacHOCTH MPHU pabOTe ¢ JIETKOBOCIUIAMEHSIFOITUMUCS U OT-

HCOIMaCHbIMH XKHUAKOCTAMU.

7. TPEBOBAHMUS K KBAJIM®OUKALIUU ITEPCOHAJIA.

K pabote Ha nudppakromerpax Gemini — R u Siemens — D500 — BRAUN ponyckatorcs juua,
MPOIMIENIINE COOTBETCTBYIOIIEE OOYYCHHE, TOJHBIE MO0 COCTOSIHHIO 3J0pOBbsi K padore ¢ MUMU,
C/aBILIME COOTBETCTBYIOIINE IK3aMEHBI 10 OXPaHE TyJa U TEXHUKE OE30MaCHOCTH.

K ypoBHIO MOATrOTOBKHM MOJIb30BaTeIe NU(PPaKTOMETPOB MPEIBIBISIIOTCS Cleaylolue Tpedo-

BaHUS:

1. Onepamop nomxeH 3HaTh OCHOBHBIC NMPHHLUIBI PabOTHl PEHTTEHOBCKOTO MOPOLIKOBOTO
nudpakToMeTpa, Ha3HAYCHHWE W PEKUMBI PaOOTHI OCHOBHBIX Y3JI0B MpuOOpa, TpaBuia
BKJIIOUEHUS U BBIKIIOYEHUS PUOOpa, YMETh TOTOBUThH 00pa3iibl ISl CTaHAAPTHBIX U3Mepe-
HUH Ha TUdpaKTOMETPE U MPOBOIUTH CTAaHAAPTHBIE U3MEPEHUSI.

2. Aemopu3osantblii No1b306ame b NOJKEH JOCKOHAIBHO 3HATh YCTPONCTBO M PEXUMBI pabo-
ThI Y3J10B IpuOOpa, yMeTh HAaCTpauBaTh MapaMeTpsl MPUOOpPa, MPOBOIUTH IOCTUPOBKY ONTH-

yeckoil cxembl nudpakromerpa. OH NOKEH 3HATh (PU3UYECKYI0O OCHOBY NMPOBOJUMBIX H3-
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MEpEeHUH, KpUucTayuiorpaduio U CTPYKTYPHBIM aHAU3, JOJDKEH MOHUMATh GU3UKY Tudpak-
IIUM PEHTTEHOBCKUX JIydei B KPUCTAJUIaX, COBEPIICHHBIX M NE(PEKTHBIX, U HEYMOPSI0UECH-
HBIX OG’bGKTaX. B xoHeuHOM CUCTC, NJOJIZKCH YMCTh HAXOIUTH aICKBATHBIC PCUICHUSA ITOCTAB-
JICHHBIX 3a/1a4.

K pabore Ha mudpaxromerpe Gemini — R qomyckaroTcst TOIBKO aBTOPHU30BaHHBIC TTOJIH30BATE-

JIA.

8. MOJArOTOBKA Y BBIIIOJTHEHUE U3MEPEHUI

8.1. MoHoKpuCTAIbHBbII CTPYKTYPHBIIi aHaau3, Gemini — R:

8.1.1. [Ipennonaraercs, 4yro mpuOOP HaXOAUTCS B pabOUEM COCTOSHUH, B HHOM Clly4ae He-
00X0AMMO OCYIIECTBUTH 3aIlyCK MpUOOpa B COOTBETCTBHHM ¢ [IpaBunamu skcmryatanuu npudopa.

8.1.2. [Tpou3BoauTCS BHU3yalbHBIH OTOOP HECKOJBKUX KPUCTAIIIOB, MPEATIOIOKUTEIHEHO
NPUTOAHBIX A7 aHanm3a. [IpenqnoururensHbl 00pasubl ¢ pazmepamu He Oonee 0.3 MM, ¢ pa3BUTOH
€CTECTBEHHON OrpaHKoil. BrIOpaHHBIN A1 MccienoBaHus 00pas3ell YCTaHABIMBAETCS C MOMOIIBIO
KJIesl HA KOHYMKE UTJIbl U3 aMOpP(HOI0 CTEKJIa, BMOHTUPOBAaHHOM B CTaHIAPTHBIN JAepXkKaTeib, Kpe-
nuTcs Ha roHnomeTpuueckoi rojoBke (I'T) u Bmecte ¢ I'T ycranaBnuBaetcst Ha qudpakromerp. C
MIOMOIIIBI0 MUKpOMETpuueckux mnoasmwkek I'T mpousBogurcs neHTpupoBaHHE 00pas3la Ha TOUKY
nepeceueHusl oceid TOHMOMETpa, MOJIoKEeHHE o0pas3iia KOHTPOJIMPYETCS Yepe3 MHUKPOCKOI T'OHHO-
METPa, OTBIOCTUPOBAHHBIN HA IEHTP TOHUOMETPA.

8.1.3. IlpousBoauTCS MpeaBapUTEIbHAs ChEMKa KPUCTAJIA: 3alMChIBACTCS KapTHHA TUdpak-
MU [IPY BpaIllCHUH KpUcTauia B uaTepBaie 15 — 30° 3a 30 — 60 cexyH (peHTreHOrpaMMa KadaHwst
HEOPHEHTUPOBAHHOTO KpHcTasia). OuleHuBaeTcss KayecTBO AU(PPAKIIMOHHOW KapTUHBI B IEJIOM,
ocTpoTa IU(GPAKIMOHHBIX MAaKCUMYMOB, OJIOYHOCTb KPHUCTAJUIA, MPUHUMAETCS PEIIEHUE O Aajlb-
Heumen paboTe ¢ TaHHBIM 00pa3IOM.

8.1.4. lns BBIOpaHHOTO 00pa3iia MPOM3BOAUTCS CTaHAApTHAs MpeABapUTeIbHas CheMKa ¢ 00-
UM BpeMeHeM 5-10 MUHYT Ui OlpeeseHus IapaMeTpOB PEIIETKH KPUCTAIUIA U JJI OLEHKH Ta-
paMeTpoB OCHOBHOI'O 3KCIIEPUMEHTa: HccienyeMas obnacTe Audpakuuu (paspelieHue), Bpems
9KCTIO3UINH (CTATUCTHUKA HHTEHCUBHOCTEH), 00JIACTH CKaHUPOBAHMSI.

8.1.5. C momomipio MporpaMMHOTO MHTepdeiica 3amatoTcst A AudpakToMeTpa mapaMeTpsl
HKCIIEpUMEHTA: TEMIIepaTypa, oo1ee BpeMs Wi TpedyeMasi CTaTUCTHKA (CpeHsis omuOKa u3mepe-
HUSI UHTEHCUBHOCTEM). 3alyCcKaeTcsl MPOoLEcC U3MEPEHUM, KOTOPBIM MPOXOJUT B aBTOMAaTHUYECKOM
pexxume. Cuctema KOHTpOIJISL IpuOOpa BEAET 3allMCh BCEX BAXKHBIX IapaMeTpOB MpUOOpa B XOJ€

SKCIICPUMCHTA, MPOU3BOAUT 3allMCh KOHTPOJIbHBIX I[I/I(bpaKL[I/IOHHBIX KapTUH U U3MECPSACT UHTCH-
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CHBHOCTH KOHTPOJBHBIX PE(IEKCOB JJIsi HOPMHPOBKH HWHTCHCHBHOCTEH, M3MEPEHHBIX B Pa3HbIC
BpPEMEHHBIC HHTEPBAJIBL.

8.1.6. ITo oKOHYaHMHU PKCIIEPUMEHTA MPOU3BOIUTCS aBTOMATHUYeCKasi 0OpaboTKa MOITydeHHBIX
TAHHBIX C BbIadel (aiioB, HEOOXOAMMBIX ISl JATBHEHIIEr0 CTPYKTYPHOTO aHANN3a, B KOTOPBIX
cozieprKaTcs: mapaMeTphl pemeTKH KPHCTaJula CO CTAaHAAPTHBIMU OTKJIOHEHHSIMH, YTOYHEHHBIE I10
BCEMY MAacCCHBY IU(PPAKIMOHHBIX OTPAKEHUH, CUMMETpPHUS KpUCTaIa, pPeAyLHPOBAHHbIE WHTECH-

. 2 o 2
CUBHOCTH OTpaxeHHi, Fpy , 1 ommbku ux m3meperuit 6(F ).

8.2. Tloaukpucraniuyeckuid CTPYKTYpHbI ananu3, Siemens — D500 - BRAUN:

8.2.1. Ilpeanonaraercsi, 4To NpUOOP HAXOAUTCS B paboueM COCTOSHHUH, B MHOM cliyyae HEoO-
XOJJMMO OCYIIECTBUTH 3alyCK Mpubopa B cooTBeTcTBUM ¢ [IpaBuinamu skcmtyatanuu npudopa.

8.2.2. CTangapTHOM CUMTAETCS ChEMKa MOPOIITKOBBIX 00pa3IOB B KOJIMUECTBE HE MEHEE 0.1cm’
B YIIOTHEHHOM COCTOSIHHH.

8.2.3. B coOTBETCTBUM C LIEISIMU HCCIIEJOBAHMS ONPEIEISIIOTCS PEXUMBI CbEMKH: MHTEPBAI
TU(PaKIMOHHBIX YITIOB, BpeMs dKcno3uuuu. CTaHJapTHON CUMTAETCs CheMKa B MHTEpBaJe YIJIOB
20 — 60° ¢ 06muM BpeMeHeM cheMKU 40 MUHYT. 3alKCh CIEKTPOB I MOJTHOMPO(UILHOTO aHaJIH-
3a MPOU3BOJAUTCS TOCIIE MPEIBAPUTEILHON CTaHIAPTHON CHEMKHU C YKOPOUEHHBIM BPEMEHEM JKC-
no3uuuu (oOmiee BpeMsi 15 MUHYT) M OLICHKH BPEMEHHU SKCIO3UIMU TSl MOTy4YeHHs Tpedyemoin
TOYHOCTH U3MEPEHUS HHTEHCUBHOCTH CIIEKTPA.

8.2.4. JIns cheMKH HECTaHAAPTHBIX 00pa3lloB MPUMEHSETCS CIICMAIbHBIN JIepyKaTellb oOpa3ia
C BO3MOXKHOCTBIO IOCTUPOBKH TOJIOKEHHUSI oOpas3la OTHOCHTEIBHO OcH ToHuomerpa. [Ipouenypa
BBIBEJICHHSI TOBEPXHOCTH 00pasia B pexuM (HoKycupoBKku 1o bperry — bpenrano onucana B mpu-
JIOKEHUSX K METOAMYECKOM pazpaboTke.

8.2.5. IlepBUYHBIM U CTAaHAAPTHBIM PE3yJIbTATOM SIBISETCS (haiii cO CIIEKTPOM, 3alMCAHHBIM B

TEKCTOBOM (popMmaTe, YuTaeMbIM OOJIBIIMHCTBOM 00pa0aTHIBAIOIINX ITPOTPAMM.

9. OBPABOTKA PE3YJIbTATOB U3MEPEHUI

9.1. MoHOKpHCTaNbHBIN CTPYKTYPHBIN aHAJIN3 OCHOBBIBAETCS HA MAaCCUBE 3KCIIEPUMEHTAJIbHBIX
JAHHBIX, U3MEPEHHBIX Ha AudpakTomerpe Gemini — R u cBeneHHBIX Mocie mpeaBapuTeNbHON 00-
pabotku k MaccuBy{F*q}. TloydeHie i YTOYHEHHE TapaMeTPOB CTPYKTYPHOH MOJEIN OCYIECTB-
asercs ¢ noMmoupio nporpammuoro nakera SHELXI.’97. Kputepuem 10CTOBEPHOCTH PE3YIHTATOB

SIBIISIETCS JIOCTYDKEeHUE 3HaueHui pakTopoB pacxogumoctu Hike 0.05 st R1 (em. (1)).
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9.2. TlonuKpUCTATUIMYECKUN CTPYKTYPHBIM aHajinW3 OCHOBBIBAETCS HA HAKCIEPUMEHTAIBHOM
JTUCKpeTHOM criekTpe Y (0;), HNHTeHCHBHOCTH B 3aBUCHMOCTH OT yriia AU(pakiuu. YTOYHEHUE MO-
JIeNTd CTPYKTYpPHI (Kora He0OX0IMMO) COBMECTHO C MapaMeTpaMH CIEKTPa OCYIIECTBISETCS C I0-
Moo mporpamMmmuoro nakera RIETAN2000 (meton PutBenbaa).

AHanu3 MOJIyYeHHBIX C IMOMOIIBI0 MeToAa PutBenbaa mapameTrpoB oOpasia MO3BOJISET

YTOYHMTH CIEAYIOLIEE:
—  IapaMeTphl pEeLIETKH;
—  KOOpJIMHATBI aTOMOB M aMILTUTY/y TEIUIOBBIX KOJeOaHU aTOMOB;
—  3ace’N€HHOCTbh AaTOMHBIX MO3ULUN;
—  cooTHoIIeHue ¢as;
—  TEKCTYypY;
—  mapameTpsl Ipodus JIUHUK;

JanpHelmuil anaau3 napaMeTpoB Npoduis JTUHUAN MO3BOJISIET ONMPEETUTh HATUINEe MUKPOHA-

NPsOKECHUI U HEOJHOPOIHOCTEH B 00pasiie U CpeAHUN pa3zMep 00IacT KOTEPEHTHOTO PAaCCEsTHHUSA.

9.2.1. Ananu3 npodusis TUHUH.
Mogaens npoduns muauii 111 CW (Constant Wavelength) criektpa, KoTopast HCIIOIB3YETCSl BO BCEX
OCHOBHBIX MPOTpaMMax yTOYHEHUS METO0M PutBenbaa — 3To o6o0menne npudavxerus Tomrico-
Ha [Thompson et al. 1987]. B Heil HesBHO mpenmnonaraercs, 4To SKCIEPUMEHTAIBHBIN npoduis u
COCTaBHOM pacCUMTaHHBIN MpoduiIb bparroBckux nmukoB siBistores Gyaknusmu Boitta (W. Voigt)
[Balzar & Ledbetter, 1995]. T.x. cBépTka nroboro xommuectBa GyHKIMNA BoiiTa ToXe sSBIsIeTCS

¢ynkuueit BoiiTa, TO MOXXHO Hamucath CIEAYIOIIKE BBIpaXKeHUs A mupuH [ayccuana u JlopeH-

oraHa:
[ = Utan®6 + Vtan6 + W + P/cos* 6 (9.1a)
[[ =X/cosf +Ytanf +2Z (9.1b)

3mech I — a1o muprHa Ha nonoBuHe BoicoThl (FWHM) npodwns munwit, U, V, W, X, Y u Z —
yrounsiemble napameTpsl, L u G — npodunu Jlopennuana u ['ayccnana, cooTBeTCTBEHHO. Bripaxe-
Hue (la) ocHoBano Ha cratbe Karnmmoru [Caglioti et al. 1985], B koTOpoil mpoU3BOAMIOCH MOIETH-
poBanue GopMbl AUGPAKIMOHHBIX MTUKOB B ['ayccoBOM mpHOIMIKEHUN NPU TU(PAKITIH HEHTPOHOB.
[Tocnenuuii uneH B Beipakeruu (1a) 611 qob6aBnen KOurom u Jlecam (Young & Desai 1989) u onu-
ceiBaeT Bkian ['ayccuana B ymupenue llleppepa, Bei3BaHHOE pazMepamMu KpuctauiuToB (Scherrer

1918):
Bs = A/Dy cosb, 9.2)
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rie A — nmmna Bosuel, [y, — B3BemeHuslii 10 06BEMY pasMep AoMeHa. 37ech He HYKHO BBOIUTH

nonpasky Illeppepa K 11 yuéra opMbl KpUCTAIINTOB, TOCKONbKY L), — B3Berennas mo oosémy
TOJIIIMHA TIEPICHANKYIISIPHAS TIIOCKOCTAM oTpakeHus: [Wilson 1962]. Beipaxenue (1b) — 3To mm-
puHa JlopeHnnaHa BKIJIIOYAroIasl BKJIaAbl OT ymupeHus JlopeHuuana, 00yCcIOBISHHOTO pa3MepoM

KPUCTAJUIMTOB X W HANPSKEHUSAMU Y; 7 NPUPABHUBACTCS K HYJIIO BO MHOIMX IpOrpaMMax IUIs

yTouHeHHs MeTooM Putsensia. Uien, u3aMenstomuiics kak tang, mpoucxoauT ot onpeeeHHoro

Crokcom u Bunconom [Stokes & Wilson 1944] Makcumyma (BEpXHEro Mpejiena) HalpsKEeHUH:

e = [fp/4tanf (9.3)

N3 BeIpakenuii (1) ierko moHATh, 4TO apaMeTpbl X U P OTHOCATCA K YIIUPEHUIO, BEBI3BAHHOMY
pa3MepoM KpUCTAJUIMTOB, a ¥ U U — K yIIMPEHUIO, BBI3BAHHOMY HanpspkeHUsIMU. OHAKO HEKOTO-
pble HHCTPYMEHTAJIbHBIE BKJIAIbl HIMEIOT IMOJAOOHYIO 3aBUCUMOCTh OT yIiia AU(paKkIiy U MO3TOMY,
YTOOBI MOJYYUTh TOUHYIO HH(OPMALIHIO O pa3Mepax KpUCTAIUIUTOB U HAIPsDKEHUAX B 00paslie, 3TH
BKJIAJIbl JOJKHBI ObITh aKKYPaTHO pa3/IeJIeHBbI.

Kaxnp1ii mpuGop BHOCUT HEKOTOPOE YIIUPEHHUE, KOTOPOE JODKHO OBITh MPAaBUIBHO YUYTEHO,
YTOOBI MOJYYUTh HAAEKHYIO U TOUHYIO HH(pOpMaIHio 00 u3ydaeMoM oOpasiie. Mexny pa3indHbl-
MU TUIaMHU U3IY4YEHUs U Pa3TUUYHBIMU MPUOOpPAMH B 3TOM OTHOILIEHUH CYIIECTBYET 3HaYUTENbHas
pasHuIa.

B nabopaTtopHbIX PEeHTI€HOBCKHX allapaTax OCHOBHOW BKJIAJ B YIIMPEHHE BHOCST JAUCHEPCHS
U3JIydeHus U 1menu, coorBercTBeHHo [Klug & Alexander 1974]:
fr = 2(AA/A)tanf; [B; = const. (9.4)
[TosToMy B mepBOM MPUOIMKEHUN WHCTPYMEHTAIBHOE YIIMPEHNUE MOKET OBITh MPOMOJICIIMPOBAHO
YTOYHEHHMEM TOJIbKO ABYX napamerpos — Y u W [Balzar & Ledbetter 1995].

YroObl Mony4nuTh (U3NYECKU BKIAJ B YIIUPEHHE, BAXKHO YTOYHHUTH YEThIpE MapameTpa B
BeipakeHnsx (1). Ilepeq TeM Kak BBIUMCIATH (PU3MUECKOE YIIUPEHUE JUHUN HCCIETyeMOTO
o0Opa3ma 3T YTOYHEHHBIE MapaMeTpbl JIOJDKHBI OBITh  OTKOPPEKTHPOBAaHBI €  Y4ETOM
MHCTPYMEHTAJIBLHOTO YIIUPEHUS, KOTOPOE OIPEIEIIIETCs C MOMOILBIO YTOUHEHUS Mpoduiell TMHAN
CTaHjaapTa.

FE'ff = Fsam T Fstand 9.5)
rae [ — 910 X, P, U n Y... DpbexTupHple 3HaueHus (eff) ABIAIOTCA MapaMeTpamMu 4uCTO (usnye-
CKOTO YUIMPEHHUSI.

[Tockonbky mapameTpsl B BoipaxkeHusix (1) ssistorcss FWHM, oHn 10KHBI OBITH TTepeBEACHBI
B MHTETPAJIbHBIC IIHUPHHBI “‘pa3MEpHO’-yIIUPEHHBIX U ‘HANPsDKEHHO -YIIMPEHHBIX Npoduieil me-
pea BBIYMCIIEHUEM CBS3aHHBIX C HUIMHM pa3MEpOM KPUCTAUNIUTOB M 3HaueHUs HampspkeHuid. Koag-

¢bunuents! nepesoxa [Langford 1978]:
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Bu/Tu=m/2 m Be/Tg=(1/2)(m/In2)*/2 (9.6)
rae I7 u I'; — Berancnens: us 3¢ dexkTUBHBIX MapaMeTpoB, ONpeeIEHHBIX ¢ TIOMOIILIO BBIPAKEHHUS
(5).

3arem uHTErpaibHble MWUpHUHbI JlopeHmanoB u ['ayccuanoB 0ObETUHSIOTCS sl 00OMX dYac-
TEH, BBI3BAHHBIX Pa3MEpPaMH KPHUCTAUINTOB U HANPSHKEHUSAMH, C TIOMOIIBIO CIECAYIOIIUX BBIpaXe-

Huii [Langford 1978]:

Be = (Bo)sexp(—k)/[1 - erf(K)); Kk = Br/n*/?Be ©7)
e i o6o3navaer S win D. Tonbko nocie 31oro S5 u 5p MOryT GbITH CBA3aHbl C COOTBETCTBYIO-

UMM BeTHYHHAMU DV U e, B COOTBETCTBUHU C BhIpAKEHUAMHU (2) U (3).

Koaddunuentsl nepeBona (6) SKBUBAJICHTHBI albTEPHATHUBHBIM YHCICHHBIM BBIPAXKCHHSIM,

CBA3BIBAIONMM MHTerpanbhyto mupuay 5 u FWHM ' npoduns ncesno-Boiita, KoTopslii MOKeT
OBITH HCIOJIb30BaH (10 BHIOOPY MOJIB30BaTENs) B MPOrpaMMax Juisl yTOUHEHUSI MeTolIoM PutBenbia
[Thompson et al. 1987].
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10. O°POPMJIEHME PE3YJIbTATOB U3MEPEHUI

10.1.Pe3ynbTaThl MOHOKPHUCTAIBLHOIO aHAIM3a, BKIIIOYAsl ONpeesieMble mapaMeTphbl U MOrPEIIHO-
CTH, TipuBeieHHbIe B Tabmuie 3, ohopMIsSIOTCS B BUIAE CTPOro POpMATHPOBAHHOTO TEKCTOBOTO
daiina: CIF-gaiina (CIF — Crystal Information File — crangapt, pekomennoBanHbIi MexxayHapo-
HBIM cor030M Kpucrauiorpados, [UCr). CIF-(aitn comepxut Bcro MHPOpMAIUIO 00 YCITOBHUAX
BBIMIOJTHEHUS] U3MEPEHUM, O CTaTUCTUYECKUX MOTPEHIHOCTSAX B BEJIMYMHAX MPSIMOTO M3MEpPEHUs U
omnpenenseMsx nmapamerpax. @opmar CIF-daiina BocnpuHUMaeTcss BCeMH KpUCTaIOrpaduyecKu-
MU NpOoTrpaMMaMH U MO3BOJISIET TPEThEN CTOPOHE NMPOU3BOAUTH HE3ABUCUMBIN AKCIIEPTHBIN aHAIU3

Bcell nHGOpMaIUU O IPOBEJCHHBIX U3MEPEHUSIX U ONPEesIeMbIX ITapaMeTpax.
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10.2. Pe3ynbTaThl NOJMKPUCTAIIIMYECKOTO aHAIM3a, BKIIOYAIOIINE MapaMeTpbl KPUCTATIIMYECKON
CTPYKTYPBI U IPOQHIbHBIE XapaKTePUCTUKHU criekTpa, odopmirsiores B Bune CIF ¢aiina, koTopsiit
COJICPKHUT BCIO MH(MOPMAIMIO 00 YCIOBHUSAX BBIIOJIHEHUS U3MEPEHUH, O CTATUCTUYECKUX MOTPEII-
HOCTAX B BEJIMYMHAX IIPSIMOIO U3MEPEHUS U ONpeACIIeMbIX TapaMmerpax. OnpenensemMble napaMmeT-
pBI MPOGUIBHON (PYHKIMHU CIEKTPAIBHBIX JIMHUI MOTYT MCIIOJIb30BAaThCS ISl BBIYMCICHUS T€X WU
UHBIX XapaKTepUCTUK CyOCTpykTyphl Matepuana. CIF-daiin mo3BoseT TpeTbeil CTOpoHe MPOU3BO-
JIUTh HE3aBUCUMBIN SKCIIEPTHBIA aHaN3 BCel MHGOpMAUK O MPOBEACHHBIX U3MEPEHUSIX U OIpe-

NeNISIeMbIX MapamMeTpax.

11. OBIIIUE 3AMEYAHHAA IO METOAUKE U3MEPEHUM

Ornpenenenne 3Ha4eHUI NapaMETPOB, XAPAKTEPU3YIOIINX CTPYKTYpPY MaTepHala, sIBJIIeTCA Cayda-
€M KocBeHHOro u3mepenus. [Ipu sTom Het npsmoii GpyHKIMK (PyHKIIMOHANA), TO3BOJISIONICH BbI-
YHUCIATH 3HaYeHUs napameTpoB (cM. Tabnuiy 2) U3 JaHHBIX NPAMBIX U3MepeHuid, Iy . EcTb mpo-
1eaypa CTaTUCTUYECKON 00pabOTKH OOJIBIIIOTO KOJIMYECTBA (~10%) JIUCKPETHBIX 3HAYCHUN UHTEH-
CUBHOCTU TUPPAKIMOHHOTO crieKTpa { Inu }(3Tanm HaxoxaeHus MoJIe CTPYKTYphI) U MpoLieaypa
MOATOHKHU MOJEIBHBIX (YUCIIO MapaMeTPOB MOJICIH ~ 10%, em. (4.2)) 1 UBMEPEHHBIX BEIUYHH METO-
JIOM HauMEHbIIUX KBapaToB (cM. (4.1)).

Onpenensemsble CpeHUE 3HAYEHUS [TAPAMETPOB U UX CPETHEKBAIPATUUHBIE OTKJIOHEHUS
SIBJISIFOTCSL PE3YIbTATOM MUHUMU3ANMK QyHKITMOHANA (4.1) TOJTHOMATPUYHBIM METOJOM HaUMEHbB-
IMX KBaJapaToB U BeiuucisAioTcs npu peannzanuu MHK. [lonyuaemblie cpeniHue 3Ha4€HHs U 110-
TPEUTHOCTH COJIEPKaT B ce0e M OLIEHKY CHCTEMAaTUYECKUX U CITYyYaiHBIX OMIMNOOK, CBSI3aHHBIX C
KOHKPETHBIM JKCIIEpUMEHTOM. [lo3TOoMy MeTOo HE mpennonaaraeT moBTOPHbIE U3MEPEHUS IS T10-

JIYUYCHUS CPECAHCCTATUCTHICCKUX 3HAYCHMH.

HNPUJIOXKXEHHUE
[TIpoTOKO BBITTOTHEHUS] U3MEPEHUI
[Ipunoxenue:
1. M300pakeHne KpUCTAUTMYECKOW CTPYKTYPhI
2. CIF-¢aiin: name.cif

N3MepeHus BBITTOTHUI

Pe3ynbTaTel mpoBepui
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