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IMoka3aHbl HEIOCTATKK 3aaHUii-“CTpaTernii” Ha ChbeMKY TM(bPaKIMOHHBIX SKCIIEPUMEHTOB, KOTOPbIE
co3aaeT ImporpaMMHoe obecrnedyeHue nudpakroMeTpoB. [IpMYMHON 3TUX HEAOCTATKOB SIBJISIETCS TO,
YTO TPAAMILMOHHO UCITO/Ib3yeMas LiejieBast (PYHKIIMS pelllaeT OrpaHUYEHHYIO, JIOKAJIIbHYIO 3a1ady, Ha-
MIpUMeED IOJIYYEHUST HAMITY4IIeTO MOKPHITUSL 00paTHOro IpocTpaHcTBa. [IpemioxkeH monxo, KOTOPbIii
peayu3yeT MPUHUMIIBI CTATUCTUYECKON paHAOMU3AIMU SKCIIEpUMEHTa 1 MO3BOJISIET JOCTUYb CTpaTe-
TUYECKOM LIeJTM CTPYKTYPHOTO aHAIN3a — IMOJIYYSHUS MOJEIN, CIIOCOOHO OTPa3sUTh TOHKHUE IETalIh
aToMHOTO cTpoeHus. HaitneHo coalaHcMpoBaHHOE 10 OOJIBITMHCTBY (PAaKTOPOB 3aJaHUE Ha ChEMKY,
KOTOpOE 3a MEHBIIIce BpeMsI IIPUBOAUT K ITOJTYUYCHUIO SKCIIEPUMEHTAIBHBIX TaHHEBIX 00Jiee BEICOKO-
ro KayecTBa, 4YeM TO, YTO JAIOT TPaAULIMOHHbIE 3adaHusl. Mcroab30BaHe KpUCTalia-3TajoHa, paHee
M3MEPEHHOro JAEeCITKHU pa3 Ha AudpakToMeTpax 10 BCeMy MUPY, MOKAa3ajI0 IPEUMYILECTBO IKCIIEPU -
MEHTAaJIbHBIX JaHHBIX, ITOJy4aeMbIX HOBBIM crI0cOOOM. [1oBbIlIeHe cOalaHCUPOBAHHOCTU M TOUHOCTH
JAHHBIX 1aJI0 MAaKCMMAaJIbHOE YJIy4llleHUe 3HaYeHUIl KpuTepueB yrouHeHus 1o R1/wR2 = 0.53/0.59%
u Ap = —0.47/+0.30 5/A3. B 1OCTMKEHNY CTPATETMUECKOil LIeIM UCCIeN0BAHUSI KPUCTAILIA-3TaIOHA
(monTBepKIeHNEe aHrapMOHNYECKOM MOIIEIM ITapaMeTPOB aTOMHBIX CMEIIIEHUIT) MOXHO OBLIO YOSIUTh-
Cs He TOJIBKO TT0 “OYUIIEHUNI0” pa3HOCTHBIX CUHTe30B Dyphe 3JeKTPOHHOM IUIOTHOCTH, YTO MOPOIA
BU3YaJIbHO ¥ CYOBEKTHUBHO, HO U IO CTATUCTUYCCKU O€3yITPeYHOMY CHIKEHUIO R-()aKTOpOB YTOUYHEHUS
Ha 30—40 otH. %. JlaHHbIE TAKOTO BEICOKOTO KAYeCTBA HYXKHBI [IJIsI UCCJIENOBAHUSI TMHAMUKU CTPYKTYP-
HbBIX MOJIeJIeii IIPY BHEIHMX BO3AECUCTBUIX, IJIs1 OOHAPYKEHUS U MOAEIUPOBaHKS (ha30BbIX IIEPEXONOB,
KPUTUYECKMX TOYEK, OMO- U XUMUYECKOM aKTUBHOCTU COEAMHEHUI, IPOBEPKU PACUETHBIX METOIOB

CTPYKTYD.

DOI: 10.31857/50023476125050207, EDN: VHHDOI

BBEAEHUE

TIporpecc B pa3BUTUM TUPAKIIMOHHON TEXHUKU
3a MOCJIEAHNE MOJIBEKA OYEBUICH, HO OH UMEET HEKO-
TOpBble 0COOeHHOCTH. OCHOBHEIM YCIIEXOM CTaJI0 YCKO-
peHUe IKCIIEpUMEHTa 1 CO3IaHKe IPOrpaMMHOro obe-
crieueHust (IIO), opyeHTUPOBAHHOTO Ha AaBTOMAaTHU3a-
UI0. DTO BaXKHBIE TOCTMKECHUSI: CTaJI0 BO3MOXKXHBIM
MacCOBO€ MCCJIENOBaHNE KPUCTAJLIOB CO CJIOKHBIMU
3JIEMEHTAPHBIMU TYEMKAMU U TIPOBEICHUE CEPUI DKC-
MEPUMEHTOB NP U3MEHEHUM BHEITHUX YCIOBUIA.

Ilpobaema. SIcHO, 9TO HE yCKOpEeHHUE padOT SIBJISI-
eTcs 1IeJIbI0 CTPYKTYpHOro aHanu3a. K coxaneHuro,
U B PYTUHHBIX, U B MPELMU3UNOHHBIX UCCIEAOBAHU-
X TIPAaKTUYECKU HE 3aMETHO YJIy4llleHUe TOYHOCTHU
CTPYKTYPHBIX PE3YJIbTaTOB (YMEHBIIEHNE OTKIOHEHMS
MOJIETbHBIX JAHHBIX OT 9KCIIEPUMEHTATbHbBIX) U UX J0-
CTOBEPHOCTU (MIPUOIMKEHME MMOJTydyaeMbIX Mojaenei

K HEKOTOpOi “UCTUHHOM BeanuuHe”). Kpome Toro,
KaXIblil pa3 ¢ OOHOBJIEHWEM 3KCIIEPUMEHTATbHOIO
000pyI0BaHUSI TOUHOCTh MOJy4a€MBbIX PE3YJIbTaTOB
TpeOyeT HOBOI MPOBEPKU.

IlapamokcanabHO JMIIb HA MEPBbIi B3IV, YTO ca-
MO€ OTHOCHUTEJIbHO TOYHOE CTPYKTYPHOE HCCJIeA0Ba-
Hue [1] BHIIIOJIHEHO C UCIIOJIL30BAHUEM JaHHbBIX, IT0-
JIYYEHHBIX Ha JU(PPaKTOMETPE C TOUCUHBIM IETEKTO-
poMm 1987 1. BeIITyCKa MHOT'OCTYIIEHYATBIM CIIOCOOOM,
OTJIMYHBIM OT IITaTHOTO [2].

Ilepexon k mugpakTomMeTpaM ¢ IByMEPHBIMU (HO-
toriactTuHamMu u CCD-geTekTopaMyu 03HaMeHOBaI
PEBOJIIOIIUI0O B CKOPOCTU cheMKHU. Ho TeHmeHLus
TOYHOCTHU Pe3y/IbTaTOB Obljla HETaTUBHOU, 0OCOOEHHO
B Havane 2000-X IT., U3-32a MHOTOYMCJIEHHBIX IIPe00-
pa3oBaHUWii CUTHaJIA B LIENU AETEKTOpa, HAPYIIaBIINX
MHTEHCUBHOCTU pediekcoB [3, 4]. 11st 60pbObI ¢ 3TUM
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HENOCTaTKOM Obl1 pa3paboTaH HOBBII BUJ PEAYKIIMU
JaHHBIX — MHOromapaMeTpuyeckoe IIKaJlupoBa-
HUE [5, 6], KoTOpoe, IO CYyTH, “3aMeTajo Mycop TTOI
KOBep” U 10 3TOM MpHUYMHE ObLIO UCKIIOUYEHO B CIIy-
Yyae TOYEYHbIX JETEeKTOPOB paHee. J{oCcToiHbIe YITOMU-
HaHUS pe3yabTaThl ObLIO 3aTPYIHUTENLHO MOJIYYUTh
06e3 OrpoOMHO M30BLITOYHOCTH JAHHBIX U ITepepacxoaa
BpeMmeHHU [7]. Ho maxke B Takoil CUTyalluM 3KCIIEpU-
MEHTaJIbHbIe JaHHbIE YACTO COAEPXKAJIU CUCTeMaTuye-
CKUE OIIMOKU, MHOTA axe MCKaxarolue (mepeomnpe-
Jensione) HeooXoauMble Koppekiuu [8].

YacTtuuHasg OajaHcUpoBKa cOopa JaHHBIX IJIIOC
COIpSKeHME 3aJaHUsI Ha CheMKY C ITOCTOOPabOTKOI
JaHHBIX 3aMETHO YIIYYIIWIO cuTyauuio [9]. B Takoii
METONMKE “BOJIIOHTApUCTCKAsI” KOPPEKIIUsI TaHHbIX B
YTOmy KaXIoli KOHKPETHOM CUTYyallMu 3aMeHsIach Ha
KaJMOpPOBKY NETEKTOpa U TOHMOMETPA, YTO TIPUBOIM -
JIO K TOYHBIM ¥ BOCITPOM3BOIUMBIM pe3yieTaTam [10].
Hampumep, ucroab3oBaHue CO3TaHHOTO B [9] 3amanus
Ha CheMKY YIy4IlIuo uccienoBanue [11].

Ho nporpecc obopynoBaHusi CHoBa “ucriopTua’”
noyioxeHue. MameputesibHast TEXHUKA HA PEHTIEHOB-
CKUX Jla3epax Ha CBOOOMIHBIX 3JIEKTPOHAX 001aJaeT uc-
KJTIOYUTEILHON paspelalolieii CrtocoOOHOCTHIO B IIPO-
CTPAHCTBE U BO BPEMEHU, YTO MO3BOJISIET IMOJy4aTh
MHOTOMAacIITaOHbIe, CBEPXObICTPbIE U JUHAMUYHbIE
XapakTepUCTUKHU. OJHAKO JJISI OJTHOTO PAaCKpbITUS
TaKOro MOTeHIIMajaa HEOOXOAMMO HAMTHU KOMITIPOMUCC
Mexay 3¢ @OEeKTUBHOCTHIO MOJIYYEeHUS] U KAYeCTBOM
aKcnepuMeHTa [12], Tak KaK HOBOe 000pyaoBaHUE
MPUBOAUT K MHOTOUUCIEHHBIM UCKAXXeHUSIM JTaHHBIX,
KOTOpPBIE MOTYT OTPUIIATEJIBHO CKAa3aThCSI HA TOUHOM
omnpeaeaeHUN aMIJIUTYI CTPYKTYPHBIX (pakTopoB [13].

INostBeHME NETEKTOPOB C TMOPUIHBIMU PETUCTPH-
PYIOIIMMU 3JIEMEHTaMU TTOHaYaJly BOCIIPUHUMAJIOCH
Kak maHamnes. JelcTBUTEeNbHO, HAaJIU4YME B KaxKIOM
MMUKCeJIe BCeX HeOOXOMMMBIX (DYHKITUIM, BKITIOUAsT THC-
KPUMUHAIIMIO U YCUJIEHUE, TOJKHO JAaBaTh Nepeaa-
TouHOe uyucio 1 : 1 u aBToMaTU4eCKU UCKI0YaTh He-
raTUBHOE BJIMSHWE, B YACTHOCTHU 3arpsisHeHUE TUd-
PaKIIMOHHBIX KapTUH CUTHAJIaMU OT KOCMUUYECKUX
JIydeil ¥ TapMOHMK Iafalouiero uaiydenus [14, 15].
K coxaneHuio, KOHKpETHbIE pe3yIbTaThl OKa3aJMNCh
XyXe oXuaaemMbIX. B yacTHoCTH, HabOIOOaIuCh 00JIb-
III0€ PAaCXOXACHUE MEXITYy MHTCHCUBHOCTSIMM SKBH -
BaJIEHTHBIX U TTOBTOPHO M3MEPEHHBIX pedIeKCOB U
yXyJIllIEHUe COOTHOIIEHUST “IKCIepUMEHT—MOoeNb”
IJISI paHee M3YYEeHHBIX 00pa3loB. DTO CTalo Cled-
CTBUEM HEOXUIAHHBIX apTe(haKTOB, BO3ZHUKAIOIINX
TP PETUCTPAIINU JEeTEKTOPOM: MOHKEHHOI MHTEeH-
CMBHOCTHU B yIJlax, CTyIlleH4YaThIx obyacteii poHa. I1o-
3TOMY IS COBPEMEHHBIX TU(DPAKTOMETPOB TaKXKe He-
obxommMa TIpoBepKa HE3aBUCUMO OT AeKJIapUPyeMOTO
MPOU3BOAUTEISIMU COBEPILICHCTBA UX TEXHUUYECKUX
XapaKTePUCTUK.

K yemy nmpuBoOIsAT MCKaXXeHUST MHTEHCUBHOCTEN
M HelpaBWIbHASI OLICHKA UX CTaHIAPTHHIX HEoIlpe-
neneHHocTeit? YTo o3HavaeT yXyalieHUe TOYHOCTH?

IIVIKA

“UctuHHass” CTpyKTypHAas MOAE/Ib HEeoIpeaeauMa, Bo3-
MOXHO JIMIIb IpUOIKeHne K Heif. Ho Takoii kpure-
pHii, KaK BOCIIPOM3BOINMOCTD PE3yILTaTOB B TTOBTOP-
HBIX UCCICIOBAHUAX, BIIOJHE TOCTYIICH IS aHAIM3a.
Heo6naronpusiTHOEe COCTOSTHHE KJIACCHYECKOTO CTPYK-
TYPHOTO aHaJIM3a B 3TOM acmeKTe 00Cyxkmaaoch B [16].
C aHaJIOTMYHBIMY TTPOOJIEeMaMU B aHaJIM3€e Pe3yJIbTaToOB
MaJIOYTJIOBOTO paccesiHMsI MOXHO 03HAaKOMUThCS B [17].
MeTonuKy J1000i HayKu HEJIb3s1 CYMTATh YCTOSIBLICTH-
csl, eclii OHa He obecrneynBaeT BOCITPOU3BOAMMOCTD
pe3ybTaTOB B MOBTOPHBIX HE3aBMCUMbIX MCCJENOBa-
HUSIX. DTO BelleT K HeolpaBIaHHOMY Tepepacxofy pe-
CYpCOB, TaK KaK yXe B CPeIHEeCPOYHOI MepCcreKTUBe
MoTpedyeTcs MepPecMOTP TaKUX PE3yJIbTaToOB.

Ho He 3To siBAsieTCSI OCHOBHBIM HENOCTAaTKOM.
Ecnu pesyabTaThl aHaIM3a pa3inyarTcsl B TOBTOPHBIX
HCCJIEMOBAaHUSX ONHUX U TeX XK€ KPUCTAJUIOB, 3HAUUT,
OHM OYIyT HENpeacKa3yeMbIM, HEOOBSICHUMBIM 00-
pa3oM pa3IMyaThCs B 3KCIEPUMEHTaX MPU BHEITHUX
BO3AEHCTBUSAX. B cpaBHUTEIbHOM, HAIpUMEpP, MHO-
roreMnepaTypHOM MCCIIEJOBAHUM “IKCIIepUMEHTAIb-
HBIE CTPYKTYPHBIE” TOUKHU JOJKHBI OBITH COTTIACOBAHBI
MeXIy cO00If 1 COOTBETCTBOBATh IIPOBEPSIEMBIM TE€O-
PETUYECKUM 3aBUCUMOCTSIM (3JEKTPUUYECKOI IIPOBO-
JIUMOCTHU, OMO- M KaTaIUTUYECKOM aKTUBHOCTH U T.I1.)
B TOM CMBICJI€, YTO OTKJIOHEHHUE OT IIpeacKa3aHuil Te-
OpMHU OJKHO COOTBETCTBOBAThH peaIbHBIM MPOIIEC-
caM, a He OBITh TOJIBKO CJIEACTBHEM OIINO0K. IToaTo-
MY CYIIECTBYET LIeJIBI KJIaCcC MCCICOOBAHUI Ha CThIKE
CTPYKTYPHOTO aHaJIn3a U PU3NKU/XUMUKN/OUOIOTUM,
JIISI KOTOPBIX TOYHOCTD ITOJIy4aeMbIX B HACTOSIIEE
BpeMs IM(ppaKIIMOHHBIX PE3YJILTaTOB HEAOCTaTOYHA.
Takoe 00CTOSITENLCTBO 3aTPYAHSIECT MOACINPOBaHUE
1 CO3/IaHME KOJUUECTBEHHBIX TEOPUI 00YCIOBIEHHO-
CTU Y TIpeACcKa3aHUsl CBOMCTB KPUCTAJIOB UCXOMSI U3
X CTPYKTYpPHI TOAOOHO TOMY, KakK 3TO ceityac aeaaT
W3 MePBbIX MPUHUUMOB. 7151 3TUX DyHAAMEHTaIbHbIX
1eJael Hy>KHO MOBBICUTb JOCTOBEPHOCTb CTPYKTYP-
HBIX Pe3yJbTaTOB, YTO BMOJHE OOCTMXUMO. Harpu-
Mep, €C/IM CTPYKTYPHBIN aHanu3 6a3upyeTcsl Ha JaH-
HBIX, U3MEPEHHBIX METOAOM MasTHUKOBBIX OMEHMIA
Karo (X-ray single-crystal pendellésung method), To
TOYHOCTh U3MEPEHUI CTPYKTYPHBIX (paKTOpOB Oy-
JIeT KpaTHO Jy4dllle TOYHOCTH U3MEPEHUIA Ha OObIU-
HBIX AudpakToMeTpax. Bonmpoc B ToM, KaK HYXXHO
YCOBEPILIEHCTBOBATh S3KCIEPUMEHT, YTOObI IOBBICUTH
TOYHOCTbH Pe3yJbTaTOB IPU COXpAaHEHUM UMeEIOIIeics
MPENCTaBUTEILHOCTU TaHHBIX.

Pewernue npobaemvr MOXET OBITh TTOJYYEHO C IIOMO-
11110 00JIe€ MIMPOKOTO NCIOJIb30BaHUSI METOIOB MaTe-
MaTH4YecKoi craTucTuku. CTaTucTryeckas HayKa, Kak
W3BECTHO, OTIpeaessIeT TpeOOBaHMS K aHATU3Y B KpH-
Tepusax 3¢ PeKTUBHOCTH (OTHOCUTEILHOM TOUYHOCTU
JaHHBIX — precision) u cmemieHus (a0COMIOTHOM TOY-
HOCTH TaHHBIX, T.¢. IPUOIDKEHUS K UIeaTbHOM Moie-
1 — accuracy). M3BecTHas minTiocTpalms paccMaTpu-
BaeT YeThIpEe MUIIECHU B TUPE, COOTBETCTBYIOIINE Ue-
THIPeM KOMOWHAIIUSM CJISIOB BEICTPEIIOB IO KYYHOCTH
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IMMIAHUPOBAHUE UCCIEJOBAHU S ATOMHOM CTPYKTYPbBI KPUCTAJJIOB

(3 PeKTUBHOCTB) U IO OTKJIIOHEHUIO OT LIEHTPA MHU-
1meHu (cMeleHue). B cTpyKTypHOM aHaIn3e UM OTBe-
YalT KPUTEPUU YTOUHEHUST MOJENIU CTPYKTYpPHI ((pak-
TOPBI PACXOTMMOCTH) ¥ BOCIIPOM3BOANMOCTD Pe3YJib-
TaToB (penko mpoBepsitoT). Oba KpUTepust OLICHUBAIOT
CTETIeHb TOCTOBEPHOCTH (IMIPUOIIKEHUS K “UCTUHE”).

JOCTOBEpHOCTH OKOHYATEIbHOI'O BHIBOJA TOCTHU-
TraloT 0COOBIM IJIAHMPOBAaHMEM 3KCIIEPUMEHTA B CO-
OTBETCTBUM C TIPUHIUIIOM paHaoMu3auun duiepa:
“Eciu ipu npoBeaeHUN SKCIIEpUMEHTA TTPOBOINTCS
pa3MenieHne SKCIIePUMEHTATbHBIX 00BEKTOB IO KOM-
OuHauugM GakTopoB, TO 3TO JOIKHO AeaaThbCs CIy-
YyaliHbIM 00pa3oM ¢ UCIOJb30BaHUEM PaBHBIX BEPO-
satHocreit” [18].

[TpyHUMIT paHIOMU3aLUU HEMPUMEHUM K CTPYK-
TYPHOMY aHaJIU3y B IMMOJIHOM 0ObeMe, TaK KaK He Bce
¢dakTOpbl MOXKHO BapbUpoBaTh. Ho CI0XXKHOCTH B 3TOM
acIIeKTe 4acTo MOXHO obOoiitn. Hanmpumep, HeBO3-
MOXXHO BapbMpOBaTh (PaKTOP MPOMYCKAHUS, HO MOX-
HO MEHSITH pa3Mmep 1 dopMmy odpasuoB. “UneanbHbie”
BEJIMYMHBI MHTEHCUBHOCTE B3aMMO3aBUCUMBI, HO
MCKaXalolux UX (paKTOpOB CTOJIb MHOTO (HauMHAas CO
CTaTUCTUKHU CYeTa KBAHTOB), YTO OHU MPUOIMKEHBI K
cIayJaiiHBIM BenuunHaM. [1o3ToMy 3aKOHOMEpPHO, 4TO
B OITBITHOM IOPSIAKE CTPYKTYPHBIM aHaIU3 chopMu-
poBajl METOAUKY, B KOTOPOI paboTaeT MPUHLIMUIT paH-
pomusauun @uirepa. [IpuMepsl — ycpenqHeHUE K-
BUBAJICHTHBIX U TOBTOPHO U3MEPEHHBIX pedIEKCOB U
caM croco® yTOUHEeHUSI MOJIeJIU CTPYKTYPhl METOIOM
HaMMEHBIINX KBaJApaTOB, 0OCOOEHHO C YYEeTOM BECOB
U3MEPEeHHBIX OTpakeHU . YcpenHeHue BIVSIHUS TT0JI0-
KUTEJIbHBIX U OTPULATEIBHBIX OLIIUOOK HE TOJILKO IT0-
BBIIIAET OTHOCUTEJIbHYIO TOYHOCTh Pe3YyJIbTaToOB (3¢h-
(beKTUBHOCTD OLIEHKH), HO W HaIlpaBJsieT pe3yIbTaThl
B CTOPOHY “MCTHMHHOI” BeIMYMHBI (HECMEIIEHHOCTD
olieHKkH). TeM He MeHee Oojiee aKTUBHOE U OCO3HAH-
HO€ MPUMEHEHUE BTOro 0OIIEeT0 CTAaTUCTUYECKOTO 3a-
KOHa CIIOCOOHO MPUBECTU K 3HAYMTEILHOMY IPOTpec-
cy. [ToaTOMy paccMOTpUM 3KCIIEPUMEHT, BCKPbIBAIO-
MW MEXaHW3M pabOTHI IPUHLIUIIA PAHIOMU3AIAN.

Ha nudpakroMeTpe ¢ TOUCUHBIM JETEKTOPOM U3Me-
PUM BCe CYILIECTBYIOILLIME OTpaXXeHUs B MOJHOM chepe
00paTHOro IMPOCTPAHCTBA; 3TO MOXKHO CAEJIaTh JaXe C
OJIMHAKOBOU CTaTUCTUUYECKOM o1InOKOI. Cleayoium
11aroM K IepBOMY IIOJIHOMY 3KCIIEpUMEHTY T00aBUM
M3MEepeHUs, BbBIOpaHHbIE HeCIyJaiiHbIM 00pa3oM, Ha-
MpuMep Bce CUIbHBIE pedieKChbl U3 MEPBOro OKTaHTA.
Bropoii BapuaHT OyaeT HapyIuaTh IIPUHIIAI PaHIOMU-
3anuu Puiliepa U OTIAIUT pellleHrue OT “UCTUHHOIo”
3HAYEHMUsI, TPU TOM YTO R-(aKTOpbl yTOUHEHUSI, He-
COMHEHHO, IOHU3ATCS. A TIPUYMHOI TAKOro, Ka3ajJoCh
Obl, HEJIOTUYHOTO MOBEACHUS OyIeT, HalpuMep, TO 00-
CTOSITEILCTBO, YTO B BEIOpAaHHOM HaIlpaBJIEHUU MEHEe
TOYHO OIIpenesieH pa3Mep oOpasiia, ¥ 3To pa3dajaHCH-
pyeT OlIMOKN KOPPEKILIMHU Ha TOIJIOIIEHUE U3TyYeHUS.

3amauya cOopa JaHHBIX — IMOJIYYUTh POBHO TO KO-
JIUYEeCTBO U3MEpEHUi, B KOTOPOM JJISI KaXXIOi
napsl (MHTEHCUBHOCTb, OIIMOKAa) MOXHO HaWTH
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“IPOTUBOIIOJIOXHYIO” Mapy IJis “IoraineHus1” BIUsI-
HUS OIIMOOK Ha pe3ysbTaT U3MepeHUii.

Pabota nocpsinieHa cozaaHno c6aaHCUPOBAHHOTO
3aJaHUsI Ha CbeMKY TU(PPaKIIMOHHOIO 3KCIIEpUMEH-
Ta, 006J1a1al0IeTO BaXXHBIMU MPEUMYIIECTBAMU T10
JIOKQJILHBIM KPUTEPUSIM (TTOKPBITUE, U30BITOYHOCTb,
JIaKyHbI, BpeMsl CbeMKHU), KPUTEPUSIM CTPYKTYPHOTO
aHanu3a (R-GaKTopbl yTOUHEHUS, SKCTPEMYMBbI pa3-
HOCTHOTIO (pypbe-CHMHTE3a 2JIEKTPOHHOM IJIOTHOCTH),
cTpareTn4ecKuM ((U3UKO-XUMUUECKIM) KPUTEPUIM
(s KpUcTaIa-3TajloHa 3TO MOATBEePXKAEHUE aHTap-
MOHMYECKOM MOJEN MapaMeTPOB aTOMHbBIX CMellle-
HUM cTocoOOM, HE OCTaBJISIIOIIMM COMHEHU maxe 0e3
KanuOpoBKY TUdpakTOMETpa U IPYTUX CIiellMalbHbIX
METOI0B 00PabOTKU JaHHBIX).

Jjis1 9TOrO OMnKcaHa UCIOJIb30BaHHAS SKCIIEPUMEH-
TajibHasl yCTaHOBKA, Kpuctaya-3tagoH u [10, nepe-
YUCJICHBI UCITOIB3YeMbIe B TU(PPAKTOMETPUN TEPMHUHBI
¥ KPUTEPUH, BBISIBJIICHBI IIIECTh HEMOCTATKOB IITATHBIX
3aJjaHuil Ha cbheMKY (“cTpaTternii”) 1 aHOHCUPOBAHbBI
CIMOCOOBI yCTPaHEHMUS TISITU U3 HUX, IOCTPOEHO HO-
BO€ 3alaHue, 00CYXKIAaITC TPEMMYIIIECTBAa HOBOTO
3aIaHus.

OKCITEPUMEHTAJIbHAA YACTb

Huppakmomempuot. 111 TOCTpOEHUS 3a1aHUS Ha
cbeMKY ~200 IMOTHOMEPHBIX 3KCIIEPUMEHTOB MpPO-
BemeHbl Ha gudpakTomeTrpe XtaLAB Synergy R, DW
system ¢ gerekropom HyPix-Arc 150 (Rigaku Oxford
Diffraction) Ha MoK -uznyyenuu npu 296 K. [lerex-
top HyPix-Arc 150 cocTout u3 1215 x 775 (I % B)
PETUCTPUPYIOLINX 3JIEMEHTOB TMOPUIHOTO TUIIA, pac-
MOJIOXKEHHBIX Ha TPeX MIaCTUHAX, COEAMHEHHBIX C He-
OOJIBIIMM 3a30POM TIOJ, HY>KHBIM YIJIOM TakK, YTOObI
c(opMUpPOBaTh MOBEPXHOCTD, OJIM3KYIO K HUJIMHAPU-
yeckoii. Ha paccTtogHuu 36 MM OT KpUcTajuia ETEKTOP
B OIHOM TIOJIOKEHMU TTO3BOJISIET TPOBECTU U3MEPEHMUS
BO BCEM IOCTYITHOM JMala3oHe YIJIOB paccessHus 20.
Tpu TeMmepaTypHble MPUCTABKYU UCIIOJIb30BAHHOI'O
BK3eMIUISIpa U paKkToMeTpa MPUBOAAT K JOMOITHM-
TeJIbHBIM KOHCTPYKTUBHBIM OorpaHuueHusiM. [loatomy
JETEKTOP ObIJI OTOOABUHYT Ha paccTosTHUE 45.6 MM OT
LIEHTpa TOHUOMETpa, U IS TTOJIyYeHUS] MaKCUMaJlb-
HOTO pa3pelleHus 10 MEXITJIOCKOCTHOMY PACCTOSTHUIO
JETEKTOP HYXKHO ObLJIO YCTaHABIMBATh HE MEHEE YeM B
IBa nmonoxeHus. JndpakToMeTp oCcHalleH MOIIHBIM
WCTOUHUKOM PEHTTEHOBCKOTO U3JTyYeHUs ¢ Bpalllalo-
IIMMCSI aHOJOM M PEHTTe€HOBCKOI OINTHUKOM, TTO3BO-
JISIOIIMMU aBTOMATUYECKU MEPEKTIYaThCs MEXIY
Mo- u Ag-u3Iy4yeHUsIMU C MTOMOILBIO YIIPaBSIONICi
MIPOTPaMMEL.

B MoMmeHT npuoOpeTeHus:, BEpOSITHO, 3TO ObLI JIy4-
it puodop Ha pbiHKe. M Ha HEM OXUAAJIM MOJIyYaTh
VAYYIIEHHBIE CTPYKTYPHBIE Pe3y/IbTaThl 10 CPABHEHUIO
¢ nByMs pedepeHCcHbBIMU TudpakTomMeTpamu. Ilep-
BBl 13 HUX — 3T0 Xcalibur ¢ CCD-netekropom EOS
S2 mpousBoncrta pupmbl Rigaku Oxford Diffraction
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(mecsaTtku peepeHCHBIX 3KCIIEPUMEHTOB), a BTOPOM —
CAD-4 Enraf-Nonius (HugepiaHabl) ¢ TOUEYHBIM
JETEKTOPOM (OKOJIO AECSATU IKCIEPUMEHTOB). Takxke
MpY aHaJIN3€e YYUTBIBAIU PE3YJIBTATHl TEeCSITKOB 3KC-
MEPUMEHTOB C 00pa3liaMu KpUcTajljla-3TajJoHa, Ipo-
BelleHHbBIX coTpynHrUKamu ¢upMm Bruker u Rigaku nns
IEeMOHCTPAIIUHM TIPEUMYIIECTB UX TIPOAYKIINU, W pe-
3yJIbTAThl, MOJYYEHHbIE KOJUIEraMy U3 IPYTUX opra-
HU3aLUUi. DKCIIEpUMEHTHI TPOBENEHbI MPU KOMHAT-
HOW TeMIepaType.

Kpucmann-smanon. Ha Bcex npubopax ¢ 2005 r.
TIPOBOIMIIN SKCIIEPUMEHTHI ¢ KPUCTAJUIOM-3TaIOHOM
u3 cemelicTBa Jsanracuta Ca;TaGa,;Si,0,, (CTGS)
(a = 8.1056(2), ¢ = 4.9800(1) A, mip. tp. P321, Z=1).
OkcnepumeHThl [19] (Enraf-Nonius) u [10] (Xcalibur)
B34THI KaK pedepeHcHbie. Habop yTOUHsIEMBIX CTPYK-
TypHbIX MapameTpoB CTGS BkiouaeT B ceds1 39 na-
paMeTpoOB B pYTUHHOM MOIETN HEe3aBUCUMBIX aTOMOB
win 84 rmapaMeTpa B aHTapMOHUYECKOI MOOEIN aTOM-
HBIX CMEIIEHUI ISl ST He3aBUCUMBIX aTOMOB M3
ceMmu. YTouHeHue BbinosiHeHO o 3000—4000 He3aBU-
CHUMBIM pediekcaM TpH YIBTPaBRICOKOM pa3pelIeHUuN
(sinB/A),,, ~1.35 A~1. PesynbraThl 4eThIpeX HOBBIX 3a-
JNaHUii cpaBHUBaIU ¢ pedepeHcHbiMU [10] u Mexay
co6oii. B [10] mpuMeHsimuch camble 3 GEKTUBHbBIE
CpelIcTBa aHajMu3a, BKJIOYass KaJuOpoBKYy JAudpak-
ToMmeTpa [9] u oObenHeHUe AByX HAOOPOB TaHHbBIX
METOIOM 3KCIIEPUMEHTAIBHOTO cpaBHeHMs [16]. Pe-
3yapraThl [10] MO OTHOCUTENBHO TOYHOCTH, MO-BU-
IUMOMY, HETOCTIKIUMBI TOJIBKO 32 CUET YIyJIICHUS
3aaHs, HO JaXke MPUOIMKeHUS K HUM OyIeT mocTa-
TOYHO, TaK KaK TaKoOTo eIlle He yIaBaaoCh.

CTpaTernuyeckoi 1eablo UCCAeN0BaHUS CTPYKTYPhI
kpuctaia-atajgoHa CTGS saBiseTcs 10Ka3aTeabCTBO
AHTapMOHUYECKOTO XapaKTepa aTOMHbBIX CMEILeHUIA.
AHaJIu3 TeMrepaTypHOil TMHAMUKKU 3TOU XapaKTepu-
CTHUKHM TTOMOXET MOHSITh, BO3MOXEH JIN (Da30BBIi TMe-
pexoi B KaKOM-JM0o KpucTajljie u3 ceMeicTna JaH-
racuTa. AHaJIM3 COCYLIECTBOBaHUS B OMHOM OoOpaslie
Pa3HBIX IO aTOMHBIM KOOPAWHATAM MJIM COCTaBY dJie-
MEHTapHBIX STYeeK MTOMOXKET MOHSTh (hyHAaMEeHTaIb-
Hble acTneKThl (POPMUPOBAHUS JIEMEHTOB CUMMETPUU
B KpHCTaJUIaXx.

IIpoepammuoe obecneuenue. PacueT MHTErpagbHbIX
WHTEHCUBHOCTEI MPOBENEH C IIOMOIIIBIO IPOTrPaMMBbI
CrysAlisPro [20] B aByXx pexxuMax. ABTOMaTU4YeCKU
(autored) maeT “BOCIPOMU3BOAMMYIO” TOUKY OTCYETA,
HO 3TO He NyJYIIHuii BapuaHT. Bropoii pexum [9] saB-
JIIeTCs YacThIO MPEICTABISIEMOTO METOIA. YTOUHEHHE
CTPYKTYPHBIX TTapamMeTpoB U CUHTe3bl Dyphbe 3J1eK-
TPOHHO TIJIOTHOCTHU BBITIOJTHEHHI C MCTIOJIB30BaHUEM
nporpaMMbl ASTRA [16]. J1yist ipoBeneHus U IpoBep-
KM MaHUNYJSLUN ¢ paHaMu U (ppefiMaMu OTCHSITBIX
BKCTIEpUMEHTOB OblIa HamrcaHa HOBasl IIporpaMma
FindRun u ckpunthl, aBTOMaTU3UPYIOIINE BHIYUCTIE-
HUS. YaydiieHue pUHAJbHBIX Pe3yIbTaTOB aHaIU3a
olLieHMBaJ “Akcnept no paHam” [21].

IIVIKA

HEKOTOPAA TEPMUWHOJIOT WA
N KPUTEPUN JTUDPPAKTOMETPUNA

B mudpakToMeTprM UCITOIB3YIOTCS HEKOTOPHIE
TpaHCIUTEpUpPyeMble TEPMUHBL. PaH (run) — mHTepBa
MOIIAarOBOTO0 CKAHWUPOBAHMUS BOKPYT OTHOM M3 OCeil
TOHMOMETpA C U3MEPEHUEM YHCIIa KBAHTOB N3TyICHUS
Ha KaXXIoM IIlare M 3aliChlo Ha TUCK TU(GpaKIInOH-
HBIX KapTUH (KaapoB, ppeiimoB — frames). [Tocne ka-
KO 3aTnvcy TH(PaKIIMOHHAS KapTHHA OOHYIISICTCS.

3agaHne Ha CheMKY Ha TU(PAKTOMETPE — 3TO TO-
CJIeIOBaTEIbHOCTD PAHOB IPU MTOCIEIOBATETHEHOM TIe-
pebope nmonoxeHuii npyrux oceit. CocraBiieHUE 3a-
JaHUS Ha CHEMKY SBIISIETCS JTOKAJIbHON TEXHUYECKO
3ajaueii, omHako B mrTatHoM 1O nudpakroMeTpoB Ha-
3BIBAIOT 3TY OIEPaLMIO IIPETEHIIMO3HO — “cTpaTerueii”.

Bce Monenu nudpakToMeTpoB UMEIOT pa3Hble KOH-
CTPYKIIHH, TIO3TOMY O€CIIOJIe3HO IMMPUBOINTH 3aJaHUS
Ha CheMKY KOHKpeTHOTO Bruma. TeM He MeHee MpemTo-
XeHHOE 3MIeCh 3aJjaHue JIETKO IMIePEeHOCUMO Ha IpyTue
MPUOOPHI.

OcHoBHbIE KpuTepuH (1LeneBast (GPyHKILMS) IPU CO-
CTaBJIEHUH IITATHOTO 3aJaHusI-“CTpaTerun’” JoKajlb-
Hble: TOKpBITUE (coverage) B MOJHOM cepe oOpaTHO-
ro MPOCTPAHCTBA; MOKPHITHE BTOPOTO BHIA KaK OTHO-
LIeHUE Yucia UBMEPEHHBIX HE3aBUCUMBIX pedIeKCoB
(rmocne ycpeaHeHUs] CUMMETPUYHO-3KBUBaJIEHTHBIX
pedaekcoB) K uncity peIeKCcoB, BO3MOXHBIX B CM-
METPUYHO-HE3aBUCHUMOM 00JlacTU 0OpaTHOro Mmpo-
CTpPaHCTBa; BpeMsl ITpoBeIeHUsI SKCIIepuMeHTa. Takke
paccUMTBHIBAIOTCSI U30BITOUHOCTH (redundancy) u apy-
rue cripaBouHble BenurHbl. B mporpamme FindRun k
OCHOBHBIM JIOKQJIbHBIM KPUTEPUSIM 100aBICHbBI YHC-
JIO OMMHOYHBIX pedIeKCOB MPU YTOUHEHUU MOACIU
Y YKMCJIO OTCYTCTBYIOIIMX MaJOYIJIOBBIX Pe(hIEKCOB C
sind/A = 0—0.5 A1,

HEJOCTATKHU IITATHBIX 3AI[UAHI/II;I
HA CbEMKY (“CTPATET'MIN”)

PaccMoTpuM crmoco0Obl 0anaHCUPOBKM 3aJdaHUsl
Ha cbeMKy. HauHeM ¢ oOCcyxXaeHus NpUInH, IOYeMY
OaJlaHCHMpOBKa He ymaercd B mrtaTHoM I10O nudpak-
toMeTpa. B mratHoMm I1O gudpakromerpa HEBO3-
MOXHO CTpaTernyeckoe IeyiernojiaraHue, Tak Kak oIl-
TUMU3UPYIOTCS JIOKAJbHBIE KPUTEPUU — TOKPBHITHE U
T.1. [IprOpUTETHOI LETBIO JOJIKHO CTaTh YIyUIIICHHUE
3HAYCHUI KPUTEPUEB UCCICIOBAHUS B 1I€JIOM, KOTO-
poe MIPUMEHUTETHHO K COOpY JaHHBIX BO3MOXKHO TIPH
CO3MaHNM YCIOBUM 71T pabOTHI MIPUHIINIIA PAHIOMHM-
3anuu Puinepa.

IItatHoe TTO co3naeT HOBOE 3agaHue ST KaXKI0-
TO 3KCTIEPMMEHTA, YTO 3aTPYIHSIET aHAIN3 MPUINH-
HO-CJICICTBEHHBIX CBA3EH MEXIY 3amaHueM U Pe3yilb-
TaTaMU CTPYKTYpHOTO aHanm3a. Kazamoch OBI, yaeT
cneuunduky yero-aubo Bcerna nojesdeH. Ho B coope
TAaHHBIX TIPENMYIINECTBa IPUMEHEHMST TAKOM TAKTUKHU
OKa3bIBAIOTCA CJAOBIMM WIIU Take MHUMBIMU, a TT0-
Tepu — BECOMbIMU. [leficTBUTENILHO, JIsI HEKOTOPBIX
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KOCOYTOJIbHBIX WJIM CUJIbHO aHU3OTPOITHBIX S4YeeK
MOXHO HAWTW WHAMBUAYAJbHOE 3allaHUE C JYUYLIUM
nokpbeiTueM. [TpoBepka aJisi TPUKIMHHON CUHTOHUU
nokasajia, YTO BBIUTPHIII B MOKPBITUU COCTABJISIET
0.05—0.15 abc. %, 4TO He KOMIICHCUPYET IOTEPIO 00-
cyxXnmaeMbIx npeumyiiectB. IIpockannpoBarb oOpat-
HO€ MPOCTPAHCTBO MOXHO OOJILIIUM YHUCJIOM CIOCO-
60B. Ho 3T0 He oTMeHsIeT Toro hakTa, 4To JOCTYITHOE
MPOCTPAHCTBO [IJ11 KOHKPETHOTO TOHMOMETpa (hUKCH-
poBaHo. [ToaToMy onpaBaaHHO BBECTU OIPAHUYEHUS
Ha TlapaMeTphbl 3aJaHus ISl CheMKM, UMEST B BULY T10-
JIE3HbIE 1IEU, KOTOPBIX MOXHO TOCTUYb C TAKUM 3a-
JaHueM. B HacTosIeil padboTe TaKUMU LIEJISIMU SIBJISI-
J0TCSl HACTPOMKa U TOBOJKA 3alaHUS B XOI€ CO3AaHMSs
WJIM 3KCIUTyaTalluu, a TakXe MOArOTOBKa KaJIMOPOBKHU
nudpaxkromerpa. st 3Toro co3maercs eAMHCTBEHHOE
3aJlaHle Ha ChEMKY ISl BCEX MCClIeyeMbIX KpUCTal-
JIOB JaHHOM OTpaXkaTeJIbHOM CITOCOOHOCTH.

M30BITOYHOCTD 110 MITATHOMY 3alaHUIO0 3aBbIllIeHA
U He cOaJlaHCUPOBaHa, YTO YAJUHSET BpeMsi TTpoBe/e-
HU4 aKcrepuMeHTa. [IporpaMma ctapTyeT ucxonst u3
OpHeHTallMM oOpaslia U MocenoBaTeIbHO 100aBsIeT
paHbl. Ha 3aki1oyuTeibHOM 3Tare pacuyeToB 3TO Mpu-
BOIUT K HEOOXOIMMOCTH 3aKPBIBATh MPOCBETHI MEXKITY
obiacTsaMu, yxXe Ha3HaAaYeHHbIMU K u3MepeHuto. Ho-
Bas “3aruiatka” B OOJIBLIMHCTBE CayvyaeB Oosiee KpyTi-
Has, 9YeM MOCIIeNOBaTeIbHO MoJyJaeMble, 'y 3TUX Ha-
JIOKEeHUI He OymeT obnacTeil “aHTarOHUCTOB” C TOM
Ke M30BITOYHOCThI0. POCT HecOanaHCMPOBAaHHOM M3-
OBITOYHOCTH TP 3TOM BO3MOXeH 10 10 u Gonee, ipu
HWIealbHOM TIpenene B mp. Ip. Pl, paBHOM eIWHMUIIE.
Pemenue: oTTaIKmBaThCs OT YIIOB TOHHOMETpA, a He
OT OpUEHTAIIUM OCel STUeKU KaKIoro HOBOTO KpU-
crajia; 100aBsITh cpa3y NMOPLMY PaHOB U paclipese-
JIATh TIEPEKPBITUS (M30BITOYHOCTD) pAaBHOMEPHO, KOJIb
CKOpO MX HEBO3MOXKHO M30€KaTh.

[lITatHoe ITO hakTMYECKHU OTMEHSIET KaJTUOPOBKY
nudpakToMeTpa. B mrarHoM BapuaHTe KaauOpoBKa
BO3MOXHA, TOJIBKO €CJIM OyIeT HaiieHa ee aHaIuTH-
Jeckasi MoIesib. A TTOKa ee HeT, MPUMEHSIIOT SMITUPHU-
YecKoe IIKAIMPOBaHUE, TIPUYEM B TOT MOMEHT, KOIa
M3MEPEHUS UCKaXEHBI 1IeJIbIM OYKETOM KOppEIUpy-
o1uX (pakTOpoB U OLIMOOK. 3apaHee 3aroTOBJIEHHAs
KaJTMOpoBKa He MMpUMEHseTCcsl. ETMHCTBEHHOE 3aaHue
Ha CheMKY 00Jibllie TPUTOAHO ISl CO3MAHUS KATUOPO-
BOYHBIX KapT.

IratHOoe 1O momyckaeT MpomycKu OMMKHUX ped-
JIEKCOB, KOTOPBIE OKA3bIBAIOT HANOOJIbIIIEEe BIAUSIHUE
Ha YTOYHEHHE MOJAEIU CTPYKTYPHl. DTO He CUIILHO
MOPTUT MOKPHITUE U TIPOXOIUT He3aMeUeHHbIM. Bapu-
aHT pellleHusl — no0aBjieHUe cpa3y CJIoeB 0OpaTHOIrO
MPOCTPAHCTBA HAYMHASI C MaJIbIX YIJIOB paccessHus. Ha
JBYMEPHBIX I€TEKTOPaX HE MOXET ObITh JOCTUTHYTA
OIIMHAKOBAasl TOUHOCTh U3MEPEHUi1 (3Ta TeMa OCTaeTCs
3a paMKaMM paboThl).

ITpu HU3KOM paspenieHuu (1o TpedboBaHUsSIM Mex-
IyHApOTHOTO COI03a KpHCTaaaorpadoB 3TO BCETO
vtk (sinf/A),,,, = 0.8 A~!) monyunts 100%-110KpHI-
THe Jerko. [1pn nccnemoBaHNN KPUCTAIIOB-3TAIOHOB
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00HapyXeHO, YTO TI0 Mepe YBEIMUYEHUS pa3peIleHMS
Jlaxe ¢ JeTeKTopaMu OOJIbIION MIOIIAaAN U Ha CUH-
XpOTPOHAax BpeMeHHbIE 3aTpaThl BO3PACTalOT KPaTHO.
A B UTOTe HE JOCTUTAIOT YAYYIlIeHUsI 3HAUeHUIA KpUTe-
pYEB YTOYHEHUSI MOEIHN CTPYKTYPHI, OXKMIAEMOTO TIPH
TaKMX 3aTpaTax. B 1ienoMm aHanmu3 mokasain, 4to 2/3
BpEeMEHU 3KCIIepUMEHTA pacxoayeTcst Hea(hdEKTUBHO.

ITOCTPOEHUE 3AJAHNUA HA CbEMKY

[IpennaraeMoe 3agaHre CKOHCTPYUPOBAHO 1O MPO-
CTBHIM TIPaBUJIAM.

3agaHue CTpOSIT Ol nudpakToMeTpa, a He I
kpuctajia. [ToaToMy UMeITCs BCEro ABa 3alaHus —
PYTMHHOE U MPEeLUU3UOHHOE, pa3iuyalolmecs paspe-
eHueM (YMCJIOM MoJIoXeHU it netekTopa). [Ipennsu-
OHHOeE 3aJaHue 1151 Xcalibur BKiItoyaeT B ce0s1 UeThIpe
nosioxeHus aerekropa: O = 0°, 38°, 76°, 113°, a nnsa
Synergy — nBa: 6 = 0° u 85° npu pacCTOSTHUU KpU-
cTaui—aerekTop D = 45.6 MM. DKCIO3UINIO oAU pa-
IOT oI KOHKpeTHbII oopasel (Synergy u CTGS: 1.5,
3—4 c mpu 6 = 0°, 85° u Aw = 0.5°), HO cocTaB paHOB
310 He MeHseT. OTMETUM HU3KYIO 3aTPaTHOCTh U3Me-
peHUS BaXKHBIX MAJIOYIJIOBBIX pedIeKCoB B IMOJIOXKe-
HuU AetekTopa 0 = 0°, MO3TOMY IOMyCKaTh MPOMYCKU
TaKuX pedaeKcoB HeonmpaBIaHHO.

Haiee 111 BBIOpaHHOIO O HY>KHO OIpeAeauTb PrK-
CHPOBAHHBII yToJ K (X B 3MJIEPOBOI TEOMETPUN) TaK,
YTOOBI MOJYYUTh MaKCUMaJIbHO MJIUTEIbHOE HEIpe-
PBIBHOE CKaHUpPOBaHUE MO ocU . Takue 3HaYCHUS
JIETKO YBUIIETh HA KapTe CTOJKHOBEHUI TOHUOMETpaA
(puc. 1). Takxke Hy>kHO IPUHSITH BO BHUMaHUE KOH-
CTPYKTHBHbIE OTpaHUYEHUS, BOZHUKAKOIINE U3-3a

180
¥ 0
—180 : :
—180 0 180
(O]

Puc. 1. Kapra cTonkHOBeHUit roHrnomeTpa Synergy mjs 6 = 0°.
HauGonbiuit ”HTEpBaa CKAHUPOBAaHUSA O ®, OJU3KU K 90°,
OTKpBIBaeTcs mpu —22° < K < +22°.
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TeMIIepaTypHBIX IIPUCTABOK, B YaCTHOCTH 1151 Xcalibur
BBIOpaH eIMHCTBEHHBIN yroi K = 20°, 4ToOBI MpeaoT-
BpaTUTh 0OMep3aHue obpasua; 11 Synergy kK < 65°,
ecJiu oInylleHa reiauveBasi mpuctaBka. [IpoBepka Ba-
puaHTOB 11ara B uHTepBaie 0.1°—2° gama onTUMyMm
Aw = 0.5°. IIpoBepka (p-CKaHMpPOBaHUI MOKa3ana ux
CUCTEMAaTUYECKOe OTVIMYME OT W-CKAHUPOBAHUIA, MO~
3TOMY JI0 BBISICHEHUSI MPUYMH 3TUX Pa3Induii ux co-
BMECTHOE UCHOJIb30BaHME HEIleIeco00pasHo.

DukcupoBaHHEI YTOJI (¢ BEIOpATh HanboJee Mmpo-
CTO: TTOJIHBINA MHTEepBai 360° HYXXKHO pa30UTh Ha paB-
Hble yacTH (2—10), 4McI0 KOTOphIX 3aBUCUT OT yriia 0,
YTOOBI TpeOyeMOoe MOKPHITHE, U3OBITOUHOCTD U BpeMsI
MOJYYUTh 0€3 3HAUMTEJNbHBIX MePEKPHITUI U TTPOMY-
ckoB. IIpumep na Synergy: 6 = 0°, ¢ = 0°, 120°, 240°.

MoxHO 100aBUTh €lle OT OAHOTO /10 MSTU Hepery-
JIIPHBIX PAHOB MPU MPOMEXYTOYHBIX 3HAYCHUSX O M

Kk =20°
80°
100°
—120°

IIVIKA

K, €CJII He0OXOOMMO ITOBBICUTH IIOKPHITHE. DTa oIepa-
Ms TpeOyeT MPOOHBIX MIAaroB (KelaTeIbHa ITporpaMma
tuna FindRun; ansrepHaTBa — cCheMKa ¢ M30BITOUHBI-
MM paHaMU ¥ 0TOpaKOBKa X IO ONITUMYMa), HO He BCer-
Jla OHa Hy>XXHa, HarpumMep B ciiydae Xcalibur a3Toro Her.

b1 mpoBeneH nepedop BapuaHTOB 3aAaHUi C 13-
MeHeHVeM 00pa3loB, pa3MepoB 00Pa3loB, UX AepXKa-
Teseil, reOMeTpUM CKAaHMPOBaHMSI, 11ara U SKCIO3ULIUN
CKaHMPOBAHMSI, TUTIA UITYYEHMS, CMEHbI TeMIIEpaTyphbl
cbeMKU B quamna3oHe 25—300 K u T.1. B mombITKax mpu-
OMM3UThCS K pepepeHCcHbIM peayibrataM [10]. MoxHo
BBIICIUTD YETHIPE XapaKTePUCTUUECKUX 3aJaHusl, KO-
TOpBIE OTpaxaloT pa3HOOOpa3ne COTeH MPOBEAECHHbBIX
5KCTIEPUMEHTOB U MPEACTABIISIOT UHTEpEC: 0a3oBoe,
“cTpaTeruio”, MakCUMyM, ONITUMYM. Iuarpamma 3a-
JaHUS-OIITUMYM Ha CheMKY (pucC. 2) JaeT HalISIAHOE
MpeACTaBIeHUE O eT0 OaJIaHCHUPOBKE.

OO
¢ =30°

¢ =60°
0=0° 0=2_85°
0 =60°
Kk = 20°
=60°
¢ ¢ =90°

k=0°%60°—112°

Puc. 2. [Inarpamma 3agaHUsSI-ONITUMYM Ha ChbeMKY. OKPYXHOCTH 3a1al0T MHOXECTBO 3HaYeHui yra ¢ = 0°—360°. s xydmneit
OpHEHTALIMU TIPOoBeaeHbI JIyun yepe3 A@ = 30°, 37 paHOB 0003HaUYE€HBI KPY>KKaMH, HEKOTOPBIM M3 HUX MPUIKCAHbI 3HAYCHUS
yoioB. Kaxxmomy n3 Tpex puKcupoBaHHBIX yriioB 0 = 0°, 60°, 85° oTBedaeT OKpY:KHOCTb CBOETO 1IBeTa M paauyca. Eciu ¢pukcu-
POBaHHBIE YIJIBI K JITSI JAHHOTO O pa3aIndaroTcs, TO pamruyCchl OKPY>KHOCTE HEMHOTO BO3pAcTaloT MpH yBenuueHu |k|. [otst 6 = 0°
nMeloTcs yethipe 3HayeHus K = 20°, 80°, 100°, —120° u yerbipe OKpyKHOCTHU. [Iyist © = 85° Takke MMEIOTCSI YeThIpe 3HAaYEeHUS
k= 0°, —60°, +60°, —112°. 3agaHbl YeTHIpE TOMOJHUTEIBHBIX paHa: Tpy pr 6 = 0° u k¥ = 100°, —120° (HY>XHBI IJIT U3MEPEHUS
BCEX MAJIOYIJIOBBIX peIEKCOB) 1 ONMH paH mpu 0 = 60° KOMIIEHCUPYET BIMSHIE HEOPTOTOHAILHOCTY SIYEKY KPUCTaJlIa-3TaJIOHA.
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Taomuna 1. Kpurepuu kavectBa pedepeHcHbIx [19, 10] 1 MpoBeneHHbBIX 9KCTIEPUMEHTOB
Onucanue |Bpems, 4| N, |CovPl|{RedP1|CovSG| Ny N, |O6paboTka | Moners | R1, % | WR2, % | AQ s 3/A% | A s 3/A
[19] 2 Hen ~100 | ~1 | ~100 | 15646 |2427 [19] 1 0.98 1.42
[10] 2x160 2 %38 ~80 [~2x5| 99.9 |2x43593 3890 [10] 1 0.553 | 0.572 —0.54 +0.52
2 0.486 | 0.488 —-0.31 +0.21
bazoBoe 1:54 11 | 459 |2.206| 79.6 23966 | 3194 | Autored 1 1.531 | 1.791 —0.80 +1.28
[9] 2 1.493 | 1.730 —0.64 +0.92
“Crparerus”| 12:14 156 | 915 | 5.253 | 99.3 114756 | 3989 | Autored 1 0.951 | 1.109 —1.03 +1.06
[9] 2 0.840 | 0.965 —0.44 +0.52
Makcumym | 13:41 64 | 78.7 [5.028 | 99.5 | 94597 |3990 | Autored 1 0.739 | 0.882 —1.44 +0.77
[9] 2 0.534 | 0.587 —0.47 +0.30
Ontumym 2:53 37 | 733 | 2.724 | 98.3 | 47768 |3947| Autored 1 0.865 | 1.096 —1.66 +0.76
[9] 2 0.636 | 0.705 —0.51 +0.29

ITpumeuanue. N,

runs
np. rp. P321; Ny, — oO1iee 41cao u3MepeHHbIX pedieKcos; N,

B OCTaJIbHBIX CiTy4asx (sinf/A)  ~ 1.354 A-1.

max

bazoBoe 3amanue mas Synergy 1 : 54 ObUIO co-
CTaBJIEHO T10 aHAJIOTUH ¢ 3agaHueM i Xcalibur [9],
HO C yY4eTOM JAPYTUX KOHCTPYKTUBHBIX OTpaHUYEHUIA.
3amanue-“cTparerusi” ObUIO 3aKa3aHo B mrTatHoM 11O
B 0ECKOMIIPOMUCCHOM BapuaHTEe: Ha YTO CIIOCOOeH
mrdpakrometp 3a 12 94 14 muH (Tabn. 1)?

3adanue-maxcumym. IlpencraBuM, 4TO MPOBENECHBI
BCE BO3MOXHbIE CKAHUPOBAHUS IJISI JAHHOTO TPU-
6opa. To ecTb ¢ MEJIKHM 11aroM Mo (puKCUpPOBaAaHHBIM
yIIaM OBLTH BBITIOJTHEHBI CKAaHWPOBAHUS MaKCUMAITb-
Ho#i aMIutuTyabl. C KakKoro-To MOMeHTa IpoOaeHue
IIara roTepsieT CMBICH, TaK Kak MoKpeITHe oyneT 100%
nIeaqbHOE Be3le, 3a NCKIIIOYeHUeM 00JIacTy IepxKa-
Tensa obpasua. bosbiiero oobema mJaHHBIX AUgpak-
TOMETP U3MEPUTh HE MOXET. 3aTeM IPU KOHTPOJIE
0alaHCUPOBKU TOCJEN0BaTEIbHO OTOPaKyeM paHbl,
HamMeHee 3HaYMMBbIe 110 YKa3aHHBIM Kputepusim. OT-
OpakKoBKy OyIeM IIPOBOIUTH J0 TeX MOp, MoKa JIJIM-
TEJIBLHOCTb HOBOTO 3aJaHusl HEe CTaHET COMOCTaBUMa C
JIIATEIBHOCTBIO 3aMaHus-“cTpaTerun”’. JIJist cokpalie-
HUS TPYAOEMKOCTH BBIYMCICHUN TTOCTPOCHUE 3aTaHUS
1ejecoodpa3Ho OpraHU30BaTh B 0OPaTHOM Hampas-
JIEHUU — K “JIErKO M OHO3HAYHO” OTpenesieMoOMy
cOajlaHcMpoBaHHOMY 3amaHuIo Iipu O = 0° Hy>XXHO 10-
0aBIATh IMTOPLUMU-CIOU NpU 6 = 85° U JONOIHUTEND-
Hble KOMITEHCALIMOHHBbIC paHbl MPU OOHAPYXKEHHOM
6 = 60°.

3agaHue-oNTUMYM €CTh TOIMHOXECTBO 3adaHMsI-
MakKCMMYyM, OHO MOJy4YeHO IyTeM BblUepKUBaHUS
“COMpsIKEHHBIX” PaHOB 10 JOCTHKEHMS XeIaeMOTO
BpEMEHU MPOBEACHMS IKCIIEpUMEHTa OKOJIO 3 4 IIpHU
COXpAHEHUU B 1IEJIOM JIOKAJTbHBIX U CTPATeTUYECKUX
KPUTEPHUEB.
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re!
BUCHMBIX aTOMOB BKJIIOYaeT B ce0s1 39 mapameTpoB, a aHrapMoHUYecKasi Monesb 2 — 84 mapamerpa; B [19] (sin6/)\)

— gucyo paHoB; CovP1 — nmokpeitue B 1p. rp. P1; RedP1 — u36eirounocts B 1p. tp. P1; CovSG — mokpsiTHE B
;— YHCIJIO HE3aBUCUMBIX pedIeKCOB B YTOUHEHUH; Moneb | He3a-

= L.15 A,

max

OBCYXIEHUME PE3VJIBTATOB

PedepeHcHBIC 1 HOBBIE MOJIydeHHbBIE PE3YJIETATHI
npeacTaBiieHbl B TaoI. 1.

Pegpepencroiit sxcnepumenm Ha ougpakmomempe
Enraf-Nonius [19] npuBeneH, 4To6bl WITIOCTPUPOBATH
Te3uc, 4To 3a npoureainre 40 ieT oTHOCUTEIbHAS TOY-
HOCTb CTPYKTYPHBIX PE3YJbTaTOB YIyUlIUIach MaJjo.

Pegepencuuiii sxcnepumenm nHa dugppaxmomempe
Xcalibur. TTomuepkHeM, uTo B [10] ObLIM MpUMEHEHbI
caMble TIepeIOBBIe M pa3HOOOpPa3HBIe KOPPEKIINH TaH-
HBIX, BKJTIOYast KAJIMOPOBKY TM(MpaKTOMETPa, TTOIPABKY
Ha MOIJIOIIeHE ISl HE COBCEM C(pepruecKoro oopas-
1a, o0beNMHEHHE IBYX HA0OPOB JAaHHBIX, ITOTYYEHHBIX
3a 160 u kaxapiid. K nocturayreiMm B [10] 3HayeHUIM
kputepues R1/wR2 = 0.486/0.488% 1 Ap,in/APmax =
= —0.42/+0.36 5/A3 w151 3890 pedieKCOB HUKTO He
CMOT TIPUOJTU3UTHCS 3a IECATUIIETHE TIOTIBITOK.

ba3zoesoe 3adanue daa Synergy. Ero noxkazatenu 1o-
KPBITUS 1 U30BITOYHOCTH BITOJIHE YIOBIETBOPUTEb-
HbIE, HO YMCJIO HE3aBUCUMBIX pedIeKCOB B YTOUHE-
HUM oKa3ajochb HemoctaTouyHbIM (3194 pediekca),
R-®dakTopbl yTOUHEHUS BBICOKHE, 2 IKCTPEMYMBI pa3-
HOCTHOTO CMHTe3a 3aMeTHbIe. [J1aBHOE, Majlo 3HaYUM
rnepexoa K aHrapMOHUYECKON MoJie i aTOMHBIX CMe-
meHnii. Takoif 5KCIeprMeHT He BBIACPKUBAET CpaB-
HEHMS HU ¢ pedepeHCHBIMU, HI CO MHOTUMH IPYTH-
MM, TIPOBEICHHBIMHA B MUDE.

3adanue- “cmpameeus” oaa Synergy. Jlaxe B Oec-
KOMIIPOMMCCHOM BapuaHTE AJUTENbHOCThIO 12:14
JOCTUTHYTHI HE OYEHb XOPOIle 3HAaYCHUs KPUTEePH-
eB (R = 1% W |AQ, iy mad = 0.5 3/A%) 11t 3989 pechek-
coB. I3GBITOYHOCTD JaHHBIX ObLIA HeoIllpaBIaHHas,
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HEKOTOpPHIE MAJIOYTJIOBBIE pedIIeKCH OTCYTCTBOBAJIH.
DTO He MO3BOJWIO B3STh €r0 32 OCHOBY IIJISI CO3MaHMS
ONTUMAJTEHOTO 3aIaHNs.

3adanue-marxcumym ons Synergy. Tpy1oeMKOCTb €To
CO3IaHMST KOMIIEHCHPOBaIach HEBEPOSITHOI OTHOCH-
TEJIbHOM TOYHOCTBIO, IOCTUTHYTOM MPU TAKMUX OTPAHU -
YeHHBIX 00cTosTeNnbeTBax: R1/wR2 = 0.534/0.587% n
AP, /Ap,. = —0.47/+0.30 5/A3 nnat 3990 pedprexcos,
YTO yKe MPUOJIMKAETCs K JIYYIIUM pedepeHCHBIM pe-
synasTatam [10]. IIpu 3ToM GanaHC MOJTOXKUTEIBLHBIX 1
OTPULIATEIBLHBIX HEBSI30K OIM30K K maeany: 52/3990.
D10 3amaHuMe Haubojee MOAXOMMUT TSI eMMHUIHBIX
MIPEM3NOHHBIX SKCIIEPUMEHTOB IO MCCIeTOBAHUIO
3JIEKTPOHHOI IIOTHOCTU B KPHCTaJLIaX.

3adanue-onmumym oas Synergy. Ilocne yna-
JICHUST W3 3alaHUSI-MaKCUMyM IIOYTHU TTOJTOBUHBI
HauMMeHee 3HAaYMMBIX PAaHOB U COKpAalleHUsl Bpe-
MEHHM 3KCIIepuMeHTa A0 2:53 OBUIM IIOJy4YEeHBI
R-daxropsl R1/wR2 = 0.635/0.705% n 3KcTpEMY-
Mbl pa3HOCTHOI'O CUHTE3a 2JIEKTPOHHOM MIOTHOCTU
Ap, /AP, = —0.51/40.29 3/A% nna 3944 pednex-
COB. DTO, KOHEYHO, XyXXe, YeM paHee, HO HEHaMHOTO,
W TIPH BCE €IIIe XOPOIIIeM COOTHOIIICHUY TTOJIOXKHUTEIhb-
HBIX U OTPULIATEIbHBIX HEBSI30K yTouHeHUs 202/3944.
OT0 3amaHue, YIUTHIBASI €r0 MPUEMIIEMYIO IINUTEb-
HOCTh, MOXKHO CUMTATh Oe3aJIbTepHATUBHBIM TS UTH -
TEJIbHBIX MHOTOTEMITEPaTypPHBIX CEPUIA.

YyecmeumenvHocms modeau K pacuiuperuro. ITo
SIBJISIETCST CTPATETUUYECKO 1IeJIbIO 1 OTIpeaesieT mep-
CIIEKTUBBI TaJIbHEHIIMX ucchaenoBaHuii. B pedepeHc-
HOM ucciienoBaHuu [19] nepexon K aHrapMOHUYECKOM
MoOJleJIM OKa3zaJicsl BOoOIle He3HauMMbIM. Bo Bcex
OCTAJTBHBIX CITyJasxX Iepexol ObIT 3HAUNMMBIM B CTaTH-
CTUYECKOM cMbIcie [22], HO cHuXeHue R-dakTopoB
YTOUHEHUSI ObLJIO B pa3HoOil cTereHu. Touka oTcuera —
aT0 pedpepeHcHOe ucciaenopanue [10], roe moiyaeHo
CHIXEHHE OCHOBHOIO wR2-(dakropa Ha ~0.1 abe. %
(0.572 — 0.488) u “ounnieHne” pa3HOCTHBIX CUHTE-
308 Ap Ha 0.3 9/A3 (0.52 — 0.21). [Ipu 6a30B0M 3a-
JaHUW CHUXEHUS WR2 TOYTU HET, a DKCTPEMYMbI
Pa3HOCTHBIX CUHTE30B CIUIIKOM BEICOKHU. B ciydae
3aJaHusI-“cTpaTerun’” CHIDKeHHE WR2 O4eHb BEJIUKO —
Ha 0.14 a6¢. %, yMeHbIIIeHne AP TaKKe BEJIMKO — Ha
0.54 5/A3, HO caMM 3TH KPUTEPHUU CITUILIKOM ILIOXHE.
M Tonpko B ciyyae 3amaHUil MAKCUMYM U ONTUMYM
KpaifHe 3HauMMoe yilydllleHue KpUTEpUEB MPOUCXOAUT
Ha HU3KOM abcosoTHOM ypoBHe: A(wR2) = 0.3 a6¢. %
(40 oTH. % nnst makcumyM!), a A(Ap) = 0.5 3/A3,

SAKJIIIOYEHUE

Pabota ciayXut unocTpaliieidi U3BECTHOTO BbI-
CKa3bIBaHMSI, UYTO HET HUYETO MPaKTUUYHEE XOpOolleii
Teopun. Mcnonmb3oBaHMe IPUHIINIIA PAHIOMMU3AINN
®uirepa — TeopuM OOIIEHAYYHOTO 3HAYEHUS — IO~
3BOJIWJIO CO3JaTh 3alaHWe Ha CbeMKY Ha IUdpakTo-
MeTpe, KOTOpOe TPUBEJIO K CTPYKTYPHBIM pe3yiIbTa-
TaM BBICOKOM OTHOCUTEbHOI TOYHOCTHU U, 10 MHOTUM
KPUTEPHAM, C HEBEICOKMM YPOBHEM CHCTEMATHUECKUX

IIVIKA

ommbok. Takue 3KcriepruMeHTalbHbIe TaHHbIE 001a-
JAIOT BHICOKOM YyBCTBUTENBHOCTBIO K ONPaBIaHHBIM
pacIIMpeHUsIM MOJIe . DTO OTKPHIBAET XOPOILIKE Mep-
CIIEKTUBBI JJI51 IOCTPOEHUS TEOPUl CTPYKTYPHOIt 00Y-
CJIOBJIGHHOCTY CBOMCTB KPHUCTAJLIOB.

VYAuBUTENBHO, YTO BCE 3TU MPEUMYIIECTBA TOCTUT-
HYTHI 0€3 KaK1X-JIM0O JOMOJIHUTEILHBIX MaTeMaThuye -
CKHMX METOOOB 00paboTKu gJaHHBIX. EcTh oOcHOBaHMSA
HaJesIThCs, YTO MOCjae KaTuOpOBKM nuUdpaKkTOMETpa
Synergy 1 IpoBeaeHUSI APYTUX U3BECTHBIX KOPPEKLIMA
SKCIIEPUMEHTAILHBIX JaHHBIX HOBEIE PE3yJIETaThI eIle
yITy4IlaTcs.

IIpenyoxxeHHass METOIMKA JIETKO MepeHOCHMa Ha
JIo0bIe TUPPAKTOMETPHI C ABYXKOOPIMHATHBIMU Je-
TeKTopaMu. JmarpaMMbl 3aJaHnii OYAYT MOXOXUMU,
BO3MOXHO, TOHAJIOOUTCI CMEHA YUCJIEHHBIX 3Haye-
HUii GUKCUPOBAHHBIX YIJIOB TOHMOMETpa. AKTYyaIb-
HOCTbh U dKOHOMMYecKast 3(PpPEeKTUBHOCTh METONM-
KM OYeBUIHA — MPUMEHSIS ee, UCCIeN0BaTEIM MOTYT
MHOJY4UTh MPUOOP C XapaKTepUCTUKAMU, KOTOPHIE
He JTOCTVXXMUMBI HU MPU KaKUX pecypcax, €Clii uc-
MoJIb30BaTh TOJIbKO mTaTtHoe [10. TekcTt 3amaHus-
ONTHUMYM Ha ChEMKY MOXHO IOJYYUTh y aBTOpa II0
3alpocy WIM CBOOOOHO cKaydaTh C STHIEKC-IMCKa:
https://disk.yandex.ru/d/7wkQwvFp83kLDQ.

Pa6oTta mpoBeneHa B paMKaX TOCyIapCTBEHHOTO
daganuss HUII “KypuatoBckuit muHctutyt”. dudpak-
LIMOHHBIE 9KCTIEPUMEHTHI BBITIOJIHEHBI HA 000pyIOBa-
Hum LKIT “CrpykTypHas niMarHocTuka MaTepuaioB”
KKKun® HUII “KypuaToBCKUit UHCTUTYT” .
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THE DESIGN OF THE CRYSTALS STRUCTURE STUDY.
I. OPTIMIZATION OF DATA COLLECTION
ON MODERN DIFFRACTOMETERS

A. P. Dudka*

Shubnikov Institute of Crystallography of the Kurchatov Complex Crystallography and Photonics
of the NRC “Kurchatov Institute”, Moscow, 119333 Russia

*E-mail: dudka@crys.ras.ru

Abstract. The disadvantages of the “strategy” scan-lists for diffraction experiments created by the
diffractometer software are shown. The reason for these disadvantages is that the traditionally used target
function has a limited, local meaning, for example, to obtain the best coverage of the reciprocal space.
An approach is proposed that implements the principle of statistical randomization of the experiment
and makes it possible to achieve the strategic goal of structural analysis — obtaining a model capable of
reflecting the subtle details of the atomic structure. A scan-list balanced by most factors has been found,
which in less time leads to obtaining experimental data of significantly higher quality than traditional
lists. The use of a reference crystal, previously measured dozens of times on diffractometers around the
world, has shown the advantage of experimental data obtained by a new method. Increasing the balance
and accuracy of the data resulted in a maximum improvement in the values of the refinement criteria to
R1/wR2 =0.53/0.59% and Ap = —0.47/+0.30 ¢/A3. The achievement of the strategic goal of the research
of the reference crystal (confirmation of the anharmonic model of atomic displacement parameters)
could be confirmed not only by the “purification” of difference Fourier syntheses of electron density,
which is sometimes visual and subjective, but also by a statistically flawless decrease in the R-factors of
refinement by 30—40 relative %. Data of such high quality are needed to study the dynamics of structural
models under external conditions, for the detection and modeling of phase transitions, critical points,
bio- and chemical activity of compounds, verification of computational methods of structures.
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