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AHHOMAuus

Ienu. ModepHu3uposams HelMpOHHbLI OudpaKmomemp C NOMOUbI 4-X KPYIHO20 20HUOME-
mpa «Cunmexc PIN» u oyeHums ocobeHHoCMuU €20 NpuMeHeHUst NPU NpoeedeHuUU PeHmaeHO-
CMPYKMYpPHO20 U HEUMpPOHOCMPYKMYPHO20 AHANAUZA MOHOKPUCMAINLO08 C BO03MOIHOCMBIO UC-
Nob308aAHUSL OJIsL IMUX Yesell AHAI02UUHBIX 20HUOMEMPOS.

Memoout. 4-x KpyskHobLil 20HUOMemp «Curmercc P1N» u omodenbHble Y3/ibl pOCCULiCK020 060pYyO0-
8AHUSL U3 KOMNJIEKMO8 peHmeeHo8CcKux ougparxmomempos muna JPOH ne2nu 8 ocHo8y paspa-
6omru npubOPHO20 KOMNIEKCA ONL5L PeHM2EHOCMPYKMYPHBLLX U HEUMPOHOCMPYKMYPHBLX UCCTLe-
dosaHUTL.

Pesynomameot. Ha ocroge zoHuomempa «Curmerxc P1N» 6blia 8blnosiHeHa MOOepHU3AYUSL Hell-
mpoHHO20 ougppaxmomempa. Bxoouswiuii 8 komnaexm ougppaxmomempa mopyuegoii HelimpoH-
HbLil cuemuuk Ha ocHoee '°BF, 6bin samereH poccutickum 6okogbim cuemuurxom CHM-16 Ha ocHO-
ge °He. CywecmeeHHoe YmeHbUleHUEe AUHETHbLX pasmepos 0emeKxmopa N0380AUN0 PACULUPUMb
ouanasoH usmepsiemoblx yenoe no 20 ¢ 90° 0o 140° u, coomeemcmaeHHO, NO8blCUMb MOUHOCMb
UsMepsiemblX MeXNNOCKOCMHbBLX paccmosiHuil. Baazooapst onmumuzayuu 2eomempuu YcmaHos-
KU U 3auiumal 20HUOMEMpPa U demeKxmopa, Oblia 00CmMuUHYmMa 8blCOKASL MOUHOCMb UBMeEPSIeMbLX
napamempoe sfiemeHmapHoll suetiku U uHmeHcusHocmetl pegexcos. Ha ocHoge 2o0HUomempa
«Curmexc P1N» 6bin maroke paspabomaH npubopHbLilL KOMNAEKC Ol PeHmM2eHOCMPYKmMYypHbLX
uccnedogaruli. Kax Ha paspabomaHHOl peHmeeHO8CKOlU, maK U HA MOOepHU3UPOBAHHOU Heli-
mpoHozpagpuuecKkoll. YycmaHosrKax bbbl OCyusecmesieHbl IKCNepumMeHmsl N0 U3MepeHUuro napa-
Mempoe femMeHmapHoll suetiki, KOOPOUHAM AMOMO8 U NapAMempo8 Ux menjiossblx KoiedbaHull
Ha pside kpucmannos: armas C, kpemruil Si, 2anum NaCl, kopyro a-Al,O,. CpasHerue nony-
YUEHHBIX OAHHBLX C COOMBEMCMBYUUMU NAPAMEeMPAMU KPUCMALI08 XUMUUECKUX 8euiecms U
cmaHOoapmHulx 06pas3yos, pekomeHoyemoblx MeskOyHapoOHbIM CO30M KPUCMALL02PAgh0o8, NOKA-
3a/10 oueHb xopouiee cognadeHue.
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Buieoodst. B Hacmosiuell pabome daemest OnucaHue HelimpoHoepagduueckoil YecmaHoeKu U Heli-
mpoHHoz0 Jugpparmomempa «Curnmerxc P1N» ons uccnedosarus mMoHokpucmannos. Ha ocHoge
nocnedHezo paspabomar NpPUbOpHLLI KOMNIeKC 0/t PEHM2eHOCMPYKMYpPHbLX UCCAe008AHUT.
Orcnepumermosl Ha cmaHOapmMHbLX 06paA3uaAxX NOKA3ANU 8bICOKULL YpO8eHb MOUHOCMU U3Mepe-
HUll napamempog peuiemru, KOOPOUHAM AMmoMO8 U NApamempos Ux meniogolx Koiedbarull kax
HQ PeHM2eHO8CKOM, MAK U HA HeUUMPOHHOM OUppaKmomempax.

Knroueevle cnoea: HelimpoHozpagduueckas YcmaHoska, HeUmpoHHbL ougppaxmomemp,
Kpucmasan, napamempsl peuemiKu, 20Huomemp, cmaHoapmHble o6pasuybl, KOOpOUHAMbBL AMO-
M08, mennosble KoaebaHUs
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Abstract

Objectives. This study described the 4-circle goniometer Syntex P1N and its possible applications
in X-ray and neutron structure analysis of single crystals.

Methods. The 4-circle goniometer Syntex P1N, due to its high-precision mechanical characteristics
and individual components from domestic equipment (sets of DRON type X-ray diffractometers),
formed the basis for developing an instrument complex for X-ray and neutron-structure studies.
Results. The neutron diffractometer was upgraded based on the Syntex PIN goniometer.
Therefore, the '°BF,-based end neutron counter, included in the diffractometer kit, was
replaced by the *He-based domestic side counter, SNM-16. Such a significant reduction in the
linear dimensions of the detector allowed us to expand the range of measured angles of 20 from
90° to 140° and increase the accuracy of the measured interplanar distances accordingly. The
goniometer was adjusted relative to the primary neutron beam by placing it on a specially designed
plate. Highly accurate measured parameters of the unit cell and the intensity of the reflexes
were achieved by optimizing the installation geometry and the protection of the goniometer and
detector. Based on the Syntex P1N goniometer, an instrument complex for X-ray diffraction studies
has also been developed. Both the developed X-ray and the upgraded neutronography facilities
were used to perform experiments to measure the unit cell parameters, the coordinates of atoms,
and the parameters of their thermal vibrations on several crystals of domestic synthetic samples:
diamond C, silicon Si, halite, or rock salt NaCl, and corundum a-Al,O,. An excellent correlation was
achieved by comparing the data obtained with the corresponding chemical crystals’ parameters
and reference samples recommended by the International Union of Crystallographers.
Conclusions. This paper described a neutron installation and a Syntex P1N neutron diffractometer
for the study of single crystals. Based on the latter, an instrument complex for X-ray diffraction
studies has also been developed. Experiments on standard samples have shown a high level of
accuracy in measuring the lattice parameters, the coordinates of atoms, and the parameters of
their thermal vibrations on both the X-ray and neutron diffractometers.
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BBEJEHHE

B mpakTuke HEUTPOHHBIX IKCIIEPHUMEHTAIBHBIX Pa-
00T Ha IPUPEAKTOPHBIX UCCIICAOBATEIBCKIX YCTAHOBKAX
MHOT/Ia IPUXOANUTCS CTAIKHBATBhCS C CHUTYaIlMel, Korma
BO3HHUKAET HEOOXOMMOCTh UCIIOIB30BaTh OJIMH U TOT e
npudop Ha Pa3HBIX YCTPOHCTBAX, B TOM YHUCIE, HE 00s-
3aTeJIbHO HaXOMSIIUXCS B PEaKTOPHOM 3aie. Takas cH-
Tyallus, HallpAIMep, BO3HUKACT MPHU €XKETOJHBIX MPOQH-
JAKTHYECKUX paboTax MM MPHU JJIUTEIbHONW OCTAaHOBKE
peakropa. HeoOXomuMOCTh KOMILICKCHOTO HCIIONB30Ba-
HUsL 000py7oBaHUs 00YyCJIOBJICHA, KaK IPaBHIIO, YHH-
KaJIbHOCTBIO HEHTPOHOTPAPUUCCKOI yCTAaHOBKH.

SKCHEPUMEHTAJIBHASA YACTb

[Ipubop, Ha KOTOPOM NPOBOIMINCH HEHTPOHO-
CTPYKTYPHBIC SKCIIEPHMEHTHI, HEHTPOHHBIN AU paKTo-
MmeTp «Cuntekc P1Ny» (Cunmexc, CILIA) ObuT BKITFOUEH
B COCTaB HEHTPOHOTpaUUCCKON YCTaHOBKH IS HC-
CJIEJOBaHUsI MOHOKPHUCTAJUIOB, PACIIONOXKEHHON Ha ro-
PHU30HTAIBHOM KaHaje siiepHoro peakropa BBP-i1 (Bo-
JIO-BOJISIHOW peakTop, IiesieBoM, m3rotosieH B OpreHa
Jlennna Hay4Ho-HcCle0BaTEILCKOM M KOHCTPYKTOP-
CKOM MHCTUTyTe dHeprorexHuku um. H.A. [lomnexans,
Mocksa, CCCP) B dpumane HayuHo-mcciienoBaTenbcko-
ro (pU3UKO-XMMuIeckoro nHcTuTyTa UM. JI.S1. Kaprosa.
Ilo cBoeil KOHCTPYKIIMM M HA3HAYEHUIO HEHUTPOHHBIN
TU(PAKTOMETP SIBIISUICS aHAIOTOM PEHTIEHOBCKOTO.

Hns pacnonokeHust TUQpaKTOMETpa B pPeakKTop-
HOM 3ajie ObLIa peann30BaHa TEOMETPHUUECKas CXeMa
HENTpOHOTpapUeCKOl YCTAaHOBKH «IIEPBUYHBIM My4OK
HEHUTPOHOB — KPHUCTAII MOHOXPOMATOP — BTOPUYHBIN
ITy490K HEUTPOHOB — obOpazemy» (puc. 1), Korga BTOpHU-
HBI{ IIy4OK HEUTPOHOB OPUEHTUPOBAH 10 OTHOILIEHUIO K
nepBuUyHOMY 1of yriom 90° [1].

B cooTBeTcTBHU ¢ HAa3HAUCHUEM AM(pPAKTOMETpa
HUCTOYHHUK PEHTI€HOBCKOTO U3JIyYEHHUs OTCYTCTBOBA,
a PEHTICHOBCKUH JIETEKTOp OBLI 3aMEHEH Ha Heil-
TpoHHBIA. ['oHMOMETp nHUdpakTOMETpa pa3Mmeliancs
B CICIMATBHOM, 3AIIMIIEHHOM OT (hOHA PEaKTOPHO-
ro u3iny4yeHus, nomuke. CTEHKH JOMHUKA ObUIM JBOM-
HBIMH, CBAPCHHBIMH M3 CTAJIBHBIX JUCTOB, MOJOCTH

MEXK/]Ty CTeHKaMH OBLJIM 3allOJTHEHBI BOJIOW ¢ I00aBJICHU-
eM OopHOH KHCIOTHL. BriOpaHHas reoMeTpust yCTaHOBKH
1 pa3MelleHHe TOHHOMeTpa AU(PaKTOMETpa YMCHBIIH-
a1 007acTh AM(PPAKIMOHHBIX OTPaKEHWH, YTO COKpa-
THJIO BPEMSI SKCIIEPUMCHTA M TIO3BOJIHJIO HCIIOIB30BaTh
CTaH/IapTHBIC PEHTICHOBCKUE IPOTPAMMBI yTOYHEHUS
MOJIOKCHUS TU(PAKIINOHHBIX OTPAXCHUH B «00paTHOM
MIPOCTPAHCTBEY.

Puc. 1. ®oTo cxeMbl pacronokKeHus: HeUTPOHHOI
T(HPAKTOMETPUIECKON YCTAaHOBKH (CCUCHHE HA YPOBHE
TOPU30HTAJILHOTO KaHama peakropa) [1].

1 — peakTOpHBIN KaHAT;

2,4, 7 — KONIMUMATopBI; 3, 6 — KPUCTAIITBI MOHOXPOMATOPOB;
5 — ronnomerp audpakromerpa «Cunrexc P1Ny.
Fig. 1. Layout of the neutron diffractometric installation
(cross-section at the level of the horizontal channel
of the reactor) [1].

1 —reactor channel; 2, 4, 7 — collimators;

3, 6 — monochromator crystals; 5 — goniometer of the
Syntex P1IN diffractometer.

@OH HEUTPOHOB PEAKTOPHOIO 3aJla B «IOMHUKE»
TaK)K€ PE3KO YMEHBIIWJICS WU COCTABISI HECKOJb-
KO MMIYJbCOB B MHUHYTY. DTO IO3BOJIUIO 3aMEHUTH
TSOKENYIO 3alllUTYy HEUTPOHHOTO JETEKTOpa Ha TOH-
KA CIIOW KaaAMHS, 3alIUIIAI0IHAI JETEKTOP OT Y-HU3-
nydyeHus. B nanpHelnieMm, BXOAUBIIUNW B KOMILIEKT
nudpakToMeTpa TOPIEBONH HEHTPOHHBIM CYCTUHK Ha
ocnose '"BF, Obl1 3aMeHEH POCCHHCKAM OOKOBHIM

Toukue xuMmudeckue TexHoaoruu = Fine Chemical Technologies. 2021;16(4):363-371

365


https://doi.org/10.32362/2410-6593-2021-16-4-xx-yy

Hcrnioab30BaHHE 4-X KPY2KHOI'O TOHHOMETPA JOAS1 HEHTPOHHOI'O H PEHTT€HOBCKOro AudpakToMeTpa ...

cuerynkoM Ha ocHoBe *He. CyIiecTBeHHOE YMEHbIIIe-
HUE TUHEHHBIX Pa3MepOB JAETEKTOpa MO3BOJIUIO PACILIH-
PUTH THAITa30H U3MEPSEMBIX YIJI0B 110 20 ¢ 90° no 140°
U, COOTBETCTBEHHO, MOBBICUTH TOYHOCTH H3MEPSEMBIX
MEKIUIOCKOCTHBIX paccTossHIA. CaM TOHHOMETp OBII
MOCTABIIEH Ha CHEIMAaIbHO CKOHCTPYUPOBAHHYIO IJIUTY
JUIsL €r0 FOCTUPOBKHM OTHOCHUTEJIBHO MEPBUYHOIO ITyyKa
HEHUTPOHOB. B MHpPOBOIl MpakTHKe Ha YCTaHOBJIEHHBIX
HEIOCPEJICTBEHHO B PEaKTOPHOM 3ajie HEUTPOHHBIX
TudpaKTOMETpax C TSHKENOH 3alluTON JETEKTOPOB OT
(DOHOBBIX HEUTPOHOB, C HEOOJIBIITUM JTHATIA30HOM H3Me-
psAeMBIX yIIIOB 10 20, 13-3a HEBBICOKOM TOYHOCTH OIpe-
JIEJIEHUS] MEXKIUIOCKOCTHBIX PACCTOSHUM U YIJIOB MEXKIY
KpUCTAJUIOTpadUueCKUMU OCSIMH KpHCTajlla, HpUHS-
TO WCIIONB30BaTh IMAPAMETPHI AJIEMEHTAPHON SYEHKHU
MIPEIBAPUTEIILHO U3YYEHHOTO PEHTICHOBCKUM METOJO0M
Kkpuctammia. OJHako Ha JaHHOM HEHTPOHHOM AN paKTo-
MeTpe, Onarojaps ONTHMU3ALUN T€OMETPUH yCTaHOBKH
W 3aIIUTHl TOHUOMETPa U JETEKTOpa, ObUIA TOCTUTHYTA
BBICOKAsi TOYHOCTH M3MEpSAEMBIX MapaMeTpOB 3JIEMEH-
TapHOH SYCHKH M MHTEHCUBHOCTEH pediekcon. B wact-
HOCTH, 0Ka3aJI0Ch BO3MOXHBIM TOJIBKO TI0 HEHTPOHHBIM
JIaHHBIM ONPENEIATh MapaMeTpbl dJIEMEHTAPHON SYeil-
KM, BBIOMpaTh MPOCTPAHCTBEHHYIO Tpymmy (mp. rp.),
pacmdpoBEIBATE «IIPSIMBIM METOAOM» U YTOIHATE KPH-
CTAJITMYECKYIO CTPYKTYPY HEM3BECTHBIX KPUCTAIIIOB.

B T0 ke BpeMmsi, BOTIPOCHI TOYHOCTH TPEOOBAIH TI0-
HUMaHUS peajbHBIX XapaKTepUCTHK IudpakToMerpa,
KOTOpbIe ObUIH OBl aTTECTOBaHBI Ha KPHUCTAJLIAX, pe-
KOMEHJOBaHHBIX KOMHUCCUEH MeXIyHapOoaHOTo cOo3a
KpHUCTAIUIOTPa(oB U MPUMEHSIEMBIX B MEXKITYHAPOITHOMN
npakTuke [2]. Takue SKCIIepUMEHTHI [0 U3MEPEHHIO Ma-
paMeTpoB AIIEMEHTAPHOM SIYCHKH OBLITH OCYIIECTBICHBI

Ha pAIC KPUCTAIIOB POCCHUCKIX CHHTETUIECKUX 00pa3-
1oB: anma3 C, kpeMHUH Si, TaTUT WU KaMEHHas COJb
NaCl, kopynn 0-Al,O,. CpaBHEHHE MOTYYEHHBIX IAHHBIX
¢ mapameTpamMy 3JIEMEHTapHON SYeHKU KPUCTAJUIOB XHU-
MHYECKHUX BEIIECTB U CTAaHIAPTHBIX 00pa3IoB, peKOMEH-
JyeMbIX MeXIyHapOoIHBIM COH030M KpHCTAILIOrpagos,
ITOKa3aJI0 O4eHb Xopollee coBnaaeHue (Tadm. 1).

B paccmaTpuBaeMBbIX SKCIIEPUMEHTAX YTOUHSUIUCH
3HAYEHUS [1apaMeTPOB OCEHl U YIIOB MEKAY OCSIMH IpU
UCCIIEJOBAHUU  BBICOKOCHMMETPUYHBIX ~ KPHUCTAJLIOB.
IIpu aTOM KpHCTaLIBl pacCMaTpUBAIMCh KaK TPUKIMH-
Hble. COOTHOIICHUS! CUMMETPUU HE HAKJIa/JbIBAJINCh,
3HAYEHUS IapaMeTPOB SKBUBAJIEHTHBIX OCEU HE ycpen-
Hsutuch. [lomyuennslie B Taln. 1 pe3ynbTaTel U cpaBHe-
HHE 3HAYEHUH [MapaMeTPOB MO KaXKJI0W U3 OCEH U yIiIlamMm
MEXKIYy OCSIMU IIO3BOJMIM JOMOJHUTEIBHO OIEHUTh
TOYHOCTH OIPEJEIIEHUS IapaMETPOB C UCIIOJIb30BAHUEM
roHuomMeTpa audpaxromerpa «Cunrekc P1N». B usme-
PCHUSX, B3STHIX U3 OJHOU MapTHH 0Opa3IoB KBapIa Ha
paccmarpruBaeMoM HeiTpoHHOM nudpaktomerpe «CHH-
Tekc P1N» 1 Ha OJTHOTUITHOM PEHTTEHOBCKOM JH(PPAKTO-
MeTpe, ObUI JOCTUTHYT BBICOKUN YPOBEHb COBIAICHUS
pe3ysbTaToOB ONPEAETeHUs CTPYKTYPHBIX IapaMeTpoB
MOHOKPHCTAIJIOB KBapIa [4].

OTu pe3ynbTarbl U SBUIMCH JONOJIHUTEIbHBIM,
KpucTamuorpaguieckuM 0OOCHOBAaHMEM IS CO3[a-
HHSI pEHTTEHOBCKOTO TPUOOPHOTO KOMIUIEKca Ha Oa3e
HelTpoHHOrO nudpakromerpa «Cuntexc P1N» B co-
CTaB€ TOHMOMETPA, CYETHOM CTOWKH M YIPaBISIOLIE-
ro KOMIBIOTEPA, U POCCUHCKOTO PEHTT€HOBCKOT0 000-
pPYAOBaHMS M3 KOMIUICKTAlMH TU(PAKTOMETpa THIIA
JAPOH. 13 xoMmiekTa mocieHero B COcTaB mpuoop-
HOI'0 KOMIUIEKCA BOIIIM HMCTOYHUK BBICOKOBOJBTHOI'O

Tab6auua 1. ConocraBieHue napamMeTpoB AMEMEHTAPHON sIUeHKH KPUCTAIIJIOB, U3MEPEHHBIX Ha HEHTPOHHOM
mudpakromerpe «Syntex P1N» Ha CHHTETHYSCKUX 00pa3iax ¢ UX CTAHJAPTHBIMH 3HAUCHUSIMH
Table 1. Comparison of the unit cell parameters of crystals measured on a neutron diffractometer

Syntex P1N on synthetic samples with their standard values

BemecTBo ° o °
Substance a A b, A A % B, ¥
Anmas, C 3.566(2) 3.568(2) 3.565(2) 89.98(4) 89.98(4) 89.98(4)
Diamond, C
TIpunsitoe B [3] 3.568 =a =a 90.00 90.00 90.00
Adopted in [3]
Kpemnwit, Si 5.431(2) 5.430 (2) 5.431(2) 90.02(2) 89.99(2) 90.01(2)
Silicon, Si
Crannapt SRM* 640c 5.4312(1) =a =a 90.00 90.00 90.00
Standard SRM* 640c
Tanut, NaCl 5.639(2) 5.638(2) 5.638(2) 89.98(3) 90.03(3) 90.02(3)
Halite, NaCl
IIpunstoe B [3] 5.640 =a =a 90.00 90.00 90.00
Adopted in [3]
Kopynz, a-AlO, 4.759(1) 4.760(1) 12.991(4) 90.02(2) 89.99(2) 119.99(2)
Corundum, a-Al,O,
Cranpaptr SRM 674 4.7589(1) =a 12.9917(7) 90.00 90.00 120.00
Standard SRM 674

* SRM - standard reference material.
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MUTaHUSL, PEHTTCHOBCKAs TPyOKa ¢ MOIMOICHOBBIM aHO-
JioM, paboumii cron st ToHnomerpa. [lo pesynbraram
BBIMIOJIHEHHBIX paboT Ha 0aze HeWTpOHHOTO JudpaKTo-
MeTpa «Cuntexc P1N» nanHoi HeWTpoHOrpadudeckoit
YCTaHOBKH W TIPHOOPHOM PEHTTCHOBCKOM KOMILIEKCE,
ObLIa M3rOTOBJICHA W 3allyllieHa B SKCIUIyaTaluio ycTa-
HoBKa ¢ TornomeTpoM HUBER 511/424 (puc. 2).

Puc. 2. Tonnomerp HUBER 511/424 ¢ BepTHKanbHBIM
«OOKOBBIMY JIETEKTOPOM B «JIOMHUKEY.
Fig. 2. HUBER 511/424 goniometer with vertical “side”
detector in the “house.”

Jist mpoBepku pabOTOCTIOCOOHOCTH U CTaOMIIBHO-
CTH TaKOr0 PEHTICHOBCKOTO MPHOOPHOTO KOMILIEKCa
OBUTH TTOTIOJHUTEIFHO MPOBEICHBI KOHTPOJBHEIC AU(-
PaKIIMOHHBIC PEHTICHOBCKUE JKCIICPUMEHTHI HA MOHO-
kpucraax Si, NaCl, SiO, u ap. /lng cpaBHenus 6buin
B3ATHI MOJyYaeMbIC B PE3YJIbTaTe YTOUHCHUS METOIOM
HAaMMCHBIINX KBAaJIPaTOB 3HAYCHHUS KOOPIHHAT aTOMOB
U MHAWBUAYaJIbHBIX TAPAMETPOB TEIJIOBBIX KOJICOAHUIA
aTOMOB, TaK KaK HE TOJBKO 3HaueHHs R-(aKTOpOB, MO-
Jy4CHHBIE B PE3yJIbTaTe YTOYHEHUS! KOOPJMHAT aTOMOB,
HO Y 3HAYCHUS WHIUBHIYATBHBIX (PAKTOPOB TEILIOBBIX
Ko7ebaHuii aToMOB B, XapaKTepU3yloT NpPaBHIBHOCTH
U3MEPCHUST MPHOOPOM HHTCHCUBHOCTEH PEQIICKCOB BO

BCEM JMalia30He 3HaueHWH sinb/A. Pesynbrarel yTouHe-
HUSI 3HAYECHU I H30TPOIHBIX TEIIOBBIX (JAKTOPOB ATOMOB
kpuctauia NaCl, mojgydeHHbIe B HAcTOAMEH paboTe
[H. p.] ¥ UX cpaBHEHHUE ¢ IaHHBIMU paboTHI [5] mpuBe-
JIeHbl B Ta0m. 2.

Heckonbko 0Oosee CIIOXKHOE CpaBHEHHE OBIIO BBI-
MTOJTHEHO IS MOHOKPHCTAIUIOB KPEMHHS U IThE303JICK-
tpuka 0-Si0,. KauecTBO MOHOKPHCTAILIOB KpEMHHUS,
KOTOpPBIC pacCMaTpHUBAIOTCS B HACTOSIMIEH padoTe, 3aBH-
CEJI0 OT METOJa TOJArOTOBKM KPUCTAJIIA K SKCIEPUMEH-
Ty. I3Ha49apHO 00pa3mbl OBUIH B3SATHI M3 MAPTUH KPYTI-
HBIX KPUCTAJIOB, BBIPAIIEHHBIX 0€31MCIOKAIIHOHHBIMH,
a 3aTeM M3 OONBIINX CIUTKOB BHIPE3asI KYOUKH C pas-
Mepamu peodpa 10 u 2 MM a1 HeHTpOHOTpahUIECKUX U
PEHTTEHOBCKUX AKCIIEPUMEHTOB, TOTOM HX OOKATHIBAIN
Ha BO3JYLIHOM Karajike JUIs NPUTOTOBICHUS chepude-
ckuX oOpasnoB ¢ auamerpamu 6 MM u 0.3 mwm. Tlocre
00KaTKN KPHUCTAJIbI MOJIUPOBAIU ISl yAAJICHUs Hapy-
IICHHOTO BEPXHETO CIIos. PsI KpMCTaioB moaBepranu
nedopmanuu 00pabOTKOM MeXaHHMYECKUM JIaBICHHUEM
moJ1 mpeccoM. B HelTpoHOTrpadUueCcKHX M PEHTICHOB-
CKUX 3KCIIEPUMEHTaX Ha HEHTPOHHOM AU(DPAKTOMETpPE
«Cunrexc PIN» u peHTreHOBCKOM KOMILIEKCE Ha €ro
OCHOBE ITOKa3aHO, YTO 3HAUCHME MapaMeTpa TEMJIOBBIX
KoJieOaHuit aroMa Si 3aBUCHUT OT CII0co0a 00pabOTKU MO-
HOKPUCTAJIIA epes SKCIIepUMEHTOM. COOTBETCTBYIOIINE
JIAaHHBIC TPHUBEICHBI B TaON. 3. DTO TO3BOJSET cJelarh
BBIBOJI, UTO AOCONIOTHBIE 3HAUECHUSI TEIUIOBBIX MOMPABOK
B IU(PAKIIMOHHBIX IKCIEPUMEHTaX HAXOMSATCS B 3aBH-
CHMOCTH OT CIIoco0a BBIPAIIMBAHUS KPUCTAJLIA, €TO Ka-
4ecTBa U BUJIOB €r0 00pabOTKH Iepes] SKCIICPUMEHTOM.
ITosTOMy cpaBHHBATh Pe3yNbTaThl PACIETOB MapaMETPOB
TEIDIOBBIX KOJICOAHHH, MOTYUYCHHBIX Pa3HBIMU aBTOpaMU
Ha 00pasIiax ¢ pa3HOI UCTOPUEH, TOCTATOUHO CIIOXKHO.

B pabore [4] cpaBHHBaJ M KOOPJIUHATHI aTOMOB
KBapla, MOJIYy4YEHHbIE B Pa3HBIX J1abopaTopusx, Ha
Pa3HBIX, HO OJHOTHITHEIX TOHHOMETPaX B PEHTICHOB-
CKOM U HeHTpoHOorpaduueckoMm skcnepumMenTtax. Ila-
paMeTphl TEIJIOBBIX KosicOaHU aTOMOB B paboTe [4]

Tabauna 2. CpaBHeHHs TapaMeTPOB UHIMBHUYAIbHBIX H30TPOITHBIX TEIUIOBBIX Kosebanuii B, uist kpucrasmios NaCl,
nony4deHHBIX pu 1’ = 296 K B HacTosmet padote [H. p.] u padore [5]
Table 2. Comparison of the parameters of individual isotropic thermal vibrations B, for NaCl crystals obtained

at T=296 K in this study and [5]

Hcrounuk Hon
Reference Ion S U e = A2 R, N,
Th[gsf;} dy Na* 0 0 0 1.77(1) 0.0088 50
Th[gsft’u] dy cr 12 0 0 1.48(1) 0.0088 50
5 Na . . 55
+ 0 0 0 1.689(24 0.022
[5] cr 12 0 0 1.357(17) 0.022 55

Ilpumeuarnue: R — B3BEIIEHHbIH (AKTOP JOCTOBEPHOCTH YTOUHAEMON CTPYKTYPBI; N — YMCIIO yCPEAHEHHBIX 110 HH-

TCHCUBHOCTAM HE3aBUCHUMBIX pe(l)ﬂeKCOB.

Note: R is a weighted confidence factor of the specified structure; N, is the number of independent reflexes averaged over the

intensities.
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Tabauna 3. 3HayeHus TEIIOBOTO napamerpa B, aroma Si B 3aBUCHMOCTH OT BH/ia 00pab0TKH MOHOKpHUCTaLIa
Table 3. Values of the thermal parameter B, of the Si atom depending on the type of processing of the single crystal

Momnoxpucrauia Si, Bu1 00padoTKH Mertoa qudpaxuun B. A Buj skcTuHKIMHN R _-baxTtop
Si single crystal, type of processing Diffraction method P Type of extinction R -factor
OO6karka Hefirponorpaduyeckuii Becker—Coppens
L . 0.17 . 0.0165
Running-in Neutronographic (primary)
[MonupoBanue nocie oOKaTKu Heifitponorpaduueckuii Becker—Coppens
o S . 0.10 . 0.0185
Polishing after running-in Neutronographic (primary)
Jedopmarus : Becker—Coppens
Deformation X-ray 0.52 (secondary) 0.0153
Jedopmarius Hefirponorpaduueckuii Becker—Coppens
. . 0.61 0.0079
Deformation Neutronographic (secondary)

He paccMmaTpuBaiuch. B Hacrosmeil pabore aemnaert-
Csl TIOTIBITKA OIICHUTH DTH MapaMeTpHl, IPHUBEICHHBIC
pa3HBIMHU aBTOpPaMH, C TOYKH 3PEHUSI JOCTOBEPHOCTHU
9KCIIEPUMEHTA Ha PacCMaTPUBAaEMOM PEHTICHOBCKOM
MpUOOPHOM KOMILJIEKCE.

Kpucramner a-SiO, npunamiexar K MpocTpaH-
crBeHHoOl rpynme P3 21 (mpaseiii kBapiu). O6pasupl
UTST TUQPAKITMOHHBIX PEHTTCHOBCKUX JKCIIEPUMEH-
TOB Ha Kpucramwiax o-SiO, ObulM NPUTOTOBJIEHBI
caeayromuM obpazom. CHadana w3 OOJBIIUX TIa-
CTHH KBaplia Hape3aJiuch MeJIKue KyOukHu ¢ pedbpom
1.5-2 MM. 3areMm Takue KyOWKH OOTaYMBalCh Ha
BO3AYLIHON KaTanke B cepbl ¢ paaunycoM ~0.15 Mmm
JUISL TIPUTOTOBJICHUS OOpPAa3IOB K PEHTTEHOBCKOMY
JKCIIEPUMEHTY. YTOYHEHHBIE IOCIEe JKCIePUMEHTa
KOOPIIMHATBI aTOMOB B CTPYKType KpucTamna a-SiO,
CpPaBHHMBAJUCh C JAHHBIMU paboThl [6], rae mpuBo-
IATCS CpeIHUE 3HAYCHHS KOOPAWHAT IMOCJE aHaIu3a
pe3ynbratoB 18 mpenu3suoHHBIX paboT Mo CTPYKType
kpucramios a-Si0,.

JlaHHbIE 1O CPaBHEHHMIO KOOPAUHAT TMPUBEACHBI B
Tabmn. 4. [ImacTHHKN PUPOIHBIX U CHHTETHYCCKUX MO-
HOKpHUCTAILIOB 0-Si0, 11 uX JanpHenel 06paboTku
U TIOATOTOBKH K DKCIEPHMEHTY OBUIN IIPEIOCTABIICHEI
n.¢.-m.H. B.H. Kogeccom.

Juiss aHanu3a 3HAUYCHWNW W CpPaBHEHUs Mapame-
TPOB TEILIOBBIX KoJieOaHUH aToMOB (TabI. 5) UCIOb-
30BaHbI JaHHbIe PaboT [7, 8], B KOTOPBIX MPUBOASATCS
HamboJee DOCTOBEpPHBIC 3HAUCHHS ITapaMETpPOB Te-
IUTOBBIX KOJIcOAHUI aTOMOB B CTPYKTYpE KpHCTallia
a-Si0,. 3na4ok (*) 03HAYaeT, 4TO U30TPONHBIE Tapa-
METpbI B, pacCUMTaHbl aBTOPOM HACTOSIICH PaboThI
10 TPUBEIICHHBIM B MyONUKanuu [9] 3HaUeHUsAM Ta-
paMETpPOB CPEIHEKBAAPATHIHBIX CMEILICHUI aTOMOB
U, 3uadok (**) o3Ha4aeT, YTO 3HAYCHHUS H3OTPOITHBIX
CPe/IHCKBAJPaTHYHBIX CMelleHnit atomoB U, npuse-
JICHHBIC B TyOnuKamuu [8], mepecyuTaHbl aBTOPOM
HACTOSAMIEH pabOThl B MapaMeTpbl U30TPOIHBIX Te-
TIJIOBBIX KOJIeOaHUH B, (Tabu. 6).

PacxoxneHus B mapaMerpax TEIUIOBBIX KoiieOa-
HUW aTOMOB (TaOJ. 5), MOJNYYEeHHBIX Pa3HBIMH aBTO-
pamu, npeBsmaioT 36. Tem He MeHEe, 3HAUCHUS aHU-
30TPOIHBIX TEIJIOBBIX TTApaMETPOB KoJIeOaHMil HOHOB
OJIM3KHU ISl KPEMHUs, KaKk 0oJiee TSHKEJIOro MOHA, HO
¥ 3HAUCHHS JUIsI MOHOB KHCJIOPOJAa TPABHIBHO OT-
paXkaroT COOTHOILICHHUs TEIUIOBBIX MapaMEeTPOB s
oboux monoB. Kpucrammmdueckas cTpykrypa a-SiO,
mpencraBieHa Ha puc. 3. Ha camoMm nese cpaBHUBATH
mapaMeTphl TeIJIOBBIX KOJIeOaHUH IS CTPYKTYp, IO-
JYYCHHBIX Pa3HBIMHU aBTOPAMHU, JIEJI0 HE TPUBUAIBHOE,

Ta6auuna 4. CpaBHeHHe yTOYHEHHBIX KOOP/IMHAT aTOMOB B CTPYKTYpe KprcTasuia 0-SiO, B HacTosimier pabote [H. p.]
1 pekoMenyeMbIx B pabore [6]. IIp. rp. Ne 152, P3 21, npaBbIii KBapit

Table 4. Comparing the refined coordinates of atoms in the 0-SiO, crystal structure in this study

and those recommended in [6]. Sp. gr. No. 152, P3 21, right quartz

Il/icez:;::ltlec a, A oA I;I:: x/a yib zle
[6] 4.9130(1) 5.4047(1) Si* 0.5301(2) 0 1/3
[6] 4.9130(1) 5.4047(1) o* 0.4139(5) 0.1466(4) 0.1188(3)
[m. p.]"/ This study" 4.913(1) 5.404(1) Si* 0.5302(2) 0 1/3
[H. p.]"/ This study® 4.913(1) 5.404(1) o> 0.4131(4) 0.1458(4) 0.1192(3)
[H. p.]°/ This study* 4.913(1) 5.404(1) Si+ 0.5304(1) 0 1/3
[H. p.]¢/ This study® 4.913(1) 5.404(1) o* 0.4131(3) 0.1463(3) 0.1189(2)

Ilpumeyanue: BepxHuii HHAECKC «C» O3HAYACT PE3yJIbTAThl, TOJYUEHHBIC HA CHHTETUYECKUX KpHCTaJIaX, a BEPXHUN HH/IEKC

«ID» — Ha IPUPOAHBIX KpUCTAJIIaX.

(791}

Note: The upper index “s” means the results obtained from synthetic crystals, and the upper index “n”—on natural crystals.
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Tadmuma 5. CpaBHeHHE ITapaMeTPOB M30TPOIHBIX TEIUIOBBIX KOJIeOaHUH aTOMOB

B CTPYKType KpucTaina 0-Si0O,

Table 5. Comparing the parameters of isotropic thermal vibrations of atoms

in a-SiO, crystal structure

eroumiK si*, B, A’ B, 0% A? R, N,IN,
(75 0.50* 1.03* 0.020 383/369
(8] 036%* 0.80%* 0.023 1324279
[11. p.J" / This study” 0.45(1) 0.85(4) 0.0205 1411318
[11. p.J*/ This study’ 0.47(1) 0.88(2) 0.0180 1903/439

Ipumeuanue: cm. Ilpumeuanue k ta0i. 4.
Note: see Note to Table 4.

Tadnauua 6. CpaBHeHHE TapaMETPOB aHU30TPOITHBIX TETUIOBBIX KOJICOAHUIT aTOMOB

B CTPYKTYype KpucTaia o-SiO,

Table 6. Comparing the parameters of anisotropic thermal vibrations of atoms

in the structure of a-SiO, crystal

Mcrotmmi Von Bll B22 B33 BI12 B13 B23
Reference Ton
[7]° Si 0.549 0.428 0.485 1/2B22 0.006 2B13
[7]° 0 1.219 0.873 0.892 0.693 0.238 0.362
[ p.]"/ This study” Si** 0.536(9) 0.40(1) 0.439(9) 1/2B22 0.009(6) 2B13
[ p.]J°/ This study* % 1.15(3) 0.66(3) 0.88(2) 0.49(2) 0.24(2) 0.12(2)

IIpumeyanue: cM. IIpumedanue x Tadm. 4.
Note: see Note to Table 4.

Puc. 3. Kpucrannnueckas crpykrypa o-SiO,.

Bun Bosib ocu «c». M300paskeHue moCTPOSHO MO JaHHBIM
[H. p.]¢ (Taba. 3—6) ¢ MOMOIIIBIO IpadrUECKOI
nporpammsl «Diamondy.

Fig. 3. The crystal structure of a-SiO,.

Viewed along the “c” axis. The image is constructed
according to the data of this study® (Tables 3—6)
using the Diamond graphic program.

TaK KaK KadeCTBO HMCCIEIYEMBIX MOHOKPHCTAIIOB
MOXET OBITh PAa3JIMYHBIM, COOTBETCTBEHHO OYyIyT
Pa3HBIMH M PE3YyNbTaThl HCCICAOBAHUN CTOJb UyB-
CTBUTEJBHBIX NIPU YTOUYHEHUHU CTPYKTYPHBIX Hapame-
TpoB. [l1s Taknux pabot TpebyeTcs BHICOKas TOUHOCTh
JKCIIEPUMEHTAa M COOTBETCTBYIOUIME HPOrpPaMMBbI
o0pabotku naHHbIX [9]. OgHako, 3HAYCHUsS TEILIO-
BBIX [1apaMETPOB, MOJIYUYEHHbIE B HACTOsIEH paboTe
JUISL IPUPOAHOTO M CHHTETHUYECKOTO KBapIa, Oim3-
KM, 9TO MOXET OBITH CIIEJICTBHEM OJKCIHEPHMEHTOB,
BBITIOJTHCHHBIX C JOCTAaTOYHO BBICOKOH TOYHOCTHIO,
XOPOLIEro KauecTBa MCXOAHBIX U JOJIKHBIM 00pa3oM
MOJATOTOBJICHHBIX K JIH(PAKIMOHHOMY HCCIEI0Ba-
HUI0 MOHOKPHUCTAIINYECKUX 00pa3lioB, paBHO KaK U
OJIMHAKOBOM TaKTUKOH yTOUHEHUS 1apaMETPOB B KpH-
cTajmiorpauueckux pacderax.

bau3ocTh 3HAUGHHH YTOYHSIEMBIX CTPYKTYPHBIX
apaMeTpoB, IOJYYEHHBIX B KOHTPOJBHBIX JKCIIE-
pUMEHTax B HacTosIIeH paboTe, ¢ OOMECTPUHATHIMA
JaHHBIMM, ONYyOIMKOBAHHBIMU B IJIUTEpaType, Aalu
OCHOBaHME MPOBOJIUTH B JaJbHEHIIEM Ha 3TOM IpH-
OOpPHOM KOMIIIEKCE PEHTTEHOBCKUE 3KCIEPUMEHTHI B
paMKax peanbHBIX aKTyaJbHBIX 3a4ad.
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