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C 2015 rona peHTTEHOCTPYKTYpHBIE HCCIeIOBaHNS B IHCTUTYTE aTOMHOM SHEPTHH MIPOBOIATCS HA COBPEMEHHOM PEHT-
TeHOBCKOM mudpakromerpe «Empyrean» ¢upmsr Panalytical. «Empyrean» — yHHKaIbHBIH IO CBOMM BO3MO>KHOCTSIM
PEHTIeHOBCKUH AM(PAKTOMETP C BEPTUKAIBHO PACIIOI0KEHHBIM TOHHOMETPOM BBICOKOTO Pa3pelleHus], KOTOPBIi coue-
TaeT BO3MOYKHOCTH KJIACCUYECKOTO MOPOLIKOBOTO M MCCIIEA0BATEILCKOTO TU(PpPaKTOMETpA.

Psig paboT 1o O10PKETHBIM IIPOTrpaMMaM, KOMMEPUYECKUM M IPaHTOBBIM IPOSKTaM BKJIIOYAET B ce0s IPOBEACHHE PEHT-
TeHOCTPYKTYPHBIX UCCIIeJOBaHUHU. B kax0i paboTe 00pasibl MMEIOT XapaKTepHble 0COOCHHOCTH (T€OMETPUYECKHE pa3-
MepBI, TOJIINHA, PaANOAKTUBHOCTh MaTepHala ! Mp.), KOTOpble HEOOXOIUMO YUUTHIBATh PU CheMKe TH()PAKTOrPaMM.
BaxxHo obecrieunTh BOCIIPOU3BOAUMOCTD JU(PAKTOrpaMM AJA HECKOIBKUX 00pa3LioB, IPOCTOTY clocoda mpoOonoaro-
TOBKH, IPHEMJIEMOCTB /IS pPadOTHI ¢ TOUKU 3pEHHS PaanalMOHHON Oe3omacHoCTH. [ oOecneueHns: coCTaBIIMIOMNX
Ka4yecTBa AU(PPAKTOrpaMM, a TAKKE B [ENISIX IKOHOMHH Pecypca peHTT€HOBCKOH TPYOKH HEOOXOANMO CTPEMHUTHCS K TO-
MY, YTOOBI OTy4aTh HEOOXOANMYIO HH(POPMAIIHIO TI0 MUHIMAJILHOMY KOJIHYIECTBY TU(PPAKTOTPAMM.

B crartbe mpezacTaBieHa 4acTh METOJUKH PEHTTEHO(])A30BOTO aHAIN3a, KOTOpast YCIEIIHO MPHUMEHSIETCS IIPU HCCIIEA0Ba-

HUAX KOHCTPYKIMOHHBIX U TOIIJIMBHBIX MATCPUAJIOB.

BBEJEHUE

Penrtrenosckuit nudpakromerp «Empyrean» pupmsi
Panalytical siBsieTcst yHUKaJIbHBIM IO CBOUM BO3MOKHO-
CTsIM JU(PaKTOMETPOM C BEPTHKAIBHO PACIIONOKEHHBIM
TOHHOMETPOM BBICOKOTO paspeuieHus. biarogaps mo-
nyneHOM KoHcTpykimu PreFIX  (Pre-aligned Fast
Interchangeable X-ray modules) Empyrean coueraer
BO3MOXKHOCTH KJTACCHYECKOTO TIOPOIIKOBOTO U UCCIIEN0-
BaTEIbCKOTO AN(PPAKTOMETPA.

Psin paboT mo OromKeTHBIM MporpaMMaM W TPaHTO-
BBIM TTPOEKTaM BKIJIIOYAET B ce0s MPOBEJICHNE PEHTIEHO-
CTPYKTYPHBIX HccienoBaHui. B kaxmoir padore obpas-
LBl UMEIOT XapaKTepHbIe 0COOEHHOCTH (TEOMETPUYECKHUE
pasMepbl, TOJIIUHA, PaAMOAKTUBHOCTh Marepuaia u
Tp.), KOTOpbIe HEOOXOIMMO YUUTBIBATH ITPHU ChEMKE JIU-
¢dpakTorpamMm. Baxxao obecrieunTh BOCIIPOU3BOAUMOCTD
TU(PPaKTOrpaMM JIJIsl HECKOJIBKUX 00pa3iioB, MPOCTOTY
cnoco6a mpoOONOATOTOBKH, TPUEMIIEMOCTh JUIs PaOOThI
C TOYKM 3pEHMs pajAnallMOHHON Oe3omacHocTH. Jls
obecrieueHns COCTaBISIOIIMX KadecTBa JAU(PaKTO-
rpaMM, a TaKke B 11X SKOHOMHH pecypca PeHTIeHOB-
CKO# TpyOKH HEOOXOAWMO CTPEMHTHCS K TOMY, YTOOBI
MoJTy4aTh HEOOXOIUMYIO MH(OpMaNnio MO0 MUHHUMAJIb-
HOMY KOJIMYECTBY TU(PPAKTOIPaMM.

@Da30Bbl aHAIU3 U OINPEACIECHUE PEHTIEHOCTPYK-
TYpPHBIX XapaKTEPUCTUK NMPOBOANUTCS Ha 6asze maboparo-
PHH HCTIBITAHUI KOHCTPYKIMOHHBIX M TOTUIMBHBIX MaTe-
puanos MAD PT'TI HALI PK. Jlns mosydeHus TaHHBIX C
LIEJTBIO TTPOBEACHNUS aHau3a (Iu(PaKkTOrpaMM) HCIIOIb-
3yeTcsl PpEeHTreHOBCKHH mudpaxromerp «Empyrean»
¢upmbl Panalytical.

Ju¢pakimoHHbIE METOIBI CCIIEJOBAHHS CTPYKTYPHI
BEIIIECTBA OCHOBAaHbI Ha M3y4YEHUH YIIIOBOTO pacipeje-
JICHWS] UHTEHCHBHOCTH PacCEesiHUSI PEHTTCHOBCKOTO W3-
Jy4eHHs McCieayeMbIM BellecTBOM. J[pyroe Ha3BaHue

I(PaKIMOHHBIX METOIOB — peHTreHorpadust. [lepsuy-
HBIH IIy4OK, 4allle BCEro MOHOXPOMAaTUYHBIH, HAaIIpaBJIs-
eTcs Ha HcclelyeMbli o0pasel, aHaTn3upyeTcs KapTHHa
paccesnus. [lockonbKy UIMHA BOJHBI H3Jy4eHHS CO-
craBisier He Oosiee 0,2 HM, T.e. COM3MEPHUMA C PACCTOSA-
HUeM Mexy atomami B Berectse (0,1-0,4 um), To pac-
CesTHUE TTaJafolleld BOJIHBI IIpeAcTaBIsieT coboi nudpax-
LU0 HA aroMax. J{ndpakiuoHHas KapTHHA COCTOUT W3
muddy3Horo (oHa M CENEKTUBHBIX MaKCHMYMOB, pac-
IIpeieieHNe KOTOPBIX TO3BOJISIET ONpPENETUTh aTOMHO-
KpHCTaJUIMUECKoe CTpoeHHe BemecTsa. Muaunnposanue
PEHTIEHOTPaMM TakK )K€, KaK M OIpee]IeHHe NeprHoa0B
KPHUCTAJIMYECKON PEIIeTKH, SABIACTCA Ha4yaJbHBIM 3Ta-
IIOM YCTaHOBJIGHHS aTOMHOM CTPYKTYPHI KpHCTAJIIOB,
T.e. HAXOXKACHUS B3aUMHOTO PACIIONOXKEHHUS aTOMOB B
A4elKe.

3aaui 110 OIpeAeIeH 0 ()a30BOr0 COCTABA B aHAIIH-
3UpyeMBIX 00pa3Iax U3BECTHOTO XMMHYECKOT0 COCTaBa
PpemIaroTCsl METOIaMH PEHTTEHOBCKOTO (ha30BOr0 aHaIIHN-
3a.

JudpakimOHHBIN CIIEKTP KPUCTAILUTHYECKON (ha3bl —
3aBUCHMOCTh MHTEHCHBHOCTH paccesHusl OT yria Jau-
¢dpakiun. YTIIOBOE TOJIOKEHNE OTPAKEHHH (MaKCHUMY-
MOB HMHTEHCHUBHOCTH) WJIM JIMHHMH, OINpPEIENseTCs] CUM-
METpHEH PEIeTKH, a UX HHTEHCUBHOCTh — 0a3ucoM. Buy
IU(QPAKIIMOHHON KapTHHBI OIpeneseTcs, B TEPBYIO
o4epelib, CTPYKTYpOH BEIIECTBA, a IOTOM yXKe €r0 XUMHU-
yeckuM coctaBoM. Kaxkmas ¢aza mMeeT cBOIO KpHCTall-
JIMYECKYIO PEIIeTKYy, a 3HAYHT, XapaKTepU3yeTcs OoIpe-
JIeJICHHBIM Ha00POM MEXIUTOCKOCTHBIX paccTossHui [1].

JupakIMOHHBIMH METOJaMU MOTYT OBITH OIpejie-
neHsl (a3oBbIif cocTaB MaTepraa (KaueCTBEHHO U KOJIH-
YECTBEHHO), TOJIIMHA AHAJIM3UPYEMOTO CII0SI, HUTNIUE U
BEIMYMHA MaKpOHANpsDKEHUI B MaTepuale, pasmep 3e-
peH (Jactuly), Kpucramiorpadguieckue TEKCTyphl B MaTe-
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puane, Hanu4yne OePEKTOB YIMAKOBKH B KYOMYECKHX
CTPYKTYpax U IIp.

dopmupoBaHHE METOJMKH DPEHTICHOCTPYKTYPHBIX
HCCIIeI0BaHUIl MaTepHUAIOB C Y4€TOM HMerolerocs 060-
PYAOBaHUS M HPOTPAMMHOTO OOECHEYEHHUS SIBISIETCS
Ba)XKHOU 3ajayeil crieruanucra B 00JIaCTH PEHTTEHOCT-
PYKTYPHOTO aHaJn3a.

1 TIOCTAHOBKA 3AJJAYU UCCJIETOBATEJEM,

®OPMYJIUPOBKA OKUIAEMBIX PE3YJILbTATOB

YacTo BO3HHKaeT NpoOiieMa B IIOCTAHOBKE HCCIIE0-
BaTeJIeM 3a/1aul PEHTT€HOCTPYKTYPHBIX UCCIIeI0BaHUH.
PeHTreHOBCKMMU METOAMU MOYKHO ONIPEESNIUTh P Ma-
paMeTpoB: KauecTBEHHBIN (a30BBI cOCTaB MaTepHala;
KOJIMYECTBEHHOE coJiep kaHue (a3 B Marepuale; Halu-
YHe TEKCTYPHI; pa3Mephl KPUCTAJUINTOB U MUKPOHATIPSI-
KEHUS; TTapaMeTphl KPHUCTAJUINYECKON PEIIeTKH U IIpo-
yee. DTH HCCIICIOBAHNS 3aHUMAIOT pa3Hoe BpeMst (0T He-
CKOJIBKHMX YacOB JIO HECKOJIbKMX JTHEH) U B LENSAX ONTH-

MHU3aIA padOTHl MPH MOCTAHOBKE 3a7ad HEOOXOANMO
OTPaHUYUBATHCS PE3yJIbTaTaMHU, HEOOXOIMMBIMH HCCIIC-
JIOBATEJIIO.

HUccrnenoBatens, NpeAOCTABISAIONIAN MaTepUan JUis
aHallu3a PCHTTCHOCTPYKTYPHBIX XapPaKTCPUCTHK, IOJI-
kKeH c(hopMyITHpPOBATh 3aJa4d HCCICIOBaHUSA, 0003HA-
YUTh HHOOPMAIIMIO, KOTOpas TOJDKHA OBITH MOJYYCHA B
pe3yibTare.

TToMoub HccaeAOBATENO B IOCTAHOBKE 3aJaUl U UC-
TTOJTHUTEIO TPU TIOMCKE MyTel ee pemeHus Npu3BaH
«OTIPOCHBIH TUCT AJIS COCTABIICHIS TEXHUIECKOTO 3a/1a-
HUS TI0 PEHTTEHOCTPYKTYPHOMY HCCiIeoBaHUION. [1pn-
Mep OMPOCHOTO JIUCTA MPEICTaBIICH Ha pucyHke 1. B om-
POCHBIH JTUCT BXOAAT BOMPOCHI, KACAIOIIIMECS THUIIA MaTe-
pHuana, u3 KOTOpOoro ObLI M3rOTOBIICH 00pasell, mpeiBa-
puTeIbHON 00pabOTKM MaTepuaia, TpeOOBaHMIA K pa3me-
Py yacTuil, MOBEPXHOCTAM, KOTOpPbIE JIOJKHBI OBITH HC-
CJICIOBAHBI.

Ol'l'pl)l.‘I[Bﬁ“[ JHCT 08 COCTABTeHHA TeXHHIeCK0TD 3aTaHNA M0 PeHTTeHOCTPYRETYPHOMY
HCCTeT0E aHHH

1. IlogpazgeneHHe-3aKaI9HK PEHTTeHOCTPYKTYPHEIX HCC18T0B aHHi

Tenedon o4 cBA3H:

| Bnextpornsd agpec:

2. 0b ofpazme

OnecaEHe MaTepHATA, H2 KOTOPOTo DU HIrOTORIEH 00pazelr

CeeZeHnd 0 pATHOIKTHEHOCTH MATEPHATA

ECTE H oTrpaHHYeHHA IO BpeMeHH paboTE ¢ MaTepHAToM?

IpegeapHETeIEHAT TEPMHAYIECKAT 00paboTKa MaTepHAana:
(TemTepaTypa HarpeEa, EpeMa HArPeEa, EPeMa ERIIEPEKH, IIEEb TEMIIEPATYPHOTO B ICHCTERT)

0DITyueHHE)

[pepeaprETeTEEaT 0DPabOTEA MaTepHANA (E03JeHCTEHE 3APIKCHHERX aCTHIT )
(THII 3apTEEHHEX 9acTHI] (MOMHOCTE IIy9Ka, SHEPTHL, TOK), pabovHi raz (JaEIeHHe), LIHTeIEHOCTE

JaHHEE 00 31eMeHTHOM COCTaEe MaTepHana (coctag, IOCT mim 1p.)

2.1 IopomKOEEI 0Dpa3sen

PazMep 9acTHI] IOPOIIEA:

Tpedyerca TH TOHIMETEICHHEE (0XHIAEMEEI Pa3Mep TacTHIT)?

2.2 Obpazen, BEIpe3aHHEIH H3 9aCTH MaTepHAIA

Tpedyerca M HaMeTEIeHHS (OKHEIAEMEIH pazMep H9acTHI)?

KomagectEO CTOpOH 05133.3].[ 4, KOTOPEIE H CDD_XO-,‘ZDH\ID HCCTIEOOEATE

Onecanne CTOPOH 00pazNa, KOTOPEE HeOOX0IHMO HCCIEI0EATE

- Tomeko azoBEN COCTAE;

- CTEMEHE TEeKCTYPHPOEAHHOCTH;
- peETreHOrpadHEYecKas IIOTHOCTE,

- OOEHEA KOMHYECTECHHEOTO COOEPEAHH A,

- OpyToe

3. HudopMmania, KOTOPYH 0AHIAETCH NOAYIHTE B Pe3yabLTaTe HCCIeT0BaHHA:

- OLIEHHTE THCTOTY MATepHANA (YCTaHOEHTE OTCYTCTEHS MpHMeceH);

- MapaMeTp PemeTER KPHCTALIA KyOHTeckol CHAETOHHH;

- OIEHHTE H3MEHEHHe (KaKoT0 IapaMeTpa, B Pe3yiIsTale Kakoro JeficTEH);

- IPOTOKOT;
- MATEPHATEL E OTHET,

4. Tun oT9eTHOdH JOKYMEHT A M0 pe3yIbTaTaM HCCTeT0B AHIA:

- madpakTorpamMa E opuare (jpg, .pdf, .dec, .asc);
- Pe3yIETaT aHAmHza JudpakTorpaMyer E gopmarte MS Excel (.xls), Brnodad TabmHIy THKOE, ONHCAHHEE
KapTousK THOPIKTOMETPHUECKHX TAHHER, Pe3VIETaT KOMHIeCTESHEOH OIeHKH

Pucynox 1. Ilpumep onpocrozo nucma

120



HEKOTOPbIE ACNEKTbI METOAWKW PEHTTEHOCTPYKTYPHOIO ®A30BOI0 AHANU3A OBPA3LIOB
HA DUOPAKTOMETPE EMPYREAN

2 Onmnucanne npoueaypbl NPOGONOATOTOBKH

MaTepHaJja NOPOIIKOBBIX 00pa3l0B

B 3aBucuMocTH OT 3aJaHUs Ha HCCIECAOBAHUE MaTe-
puan o6pasna MOXKET OBITh U3MENBYCH 0 HE0OX0IUMO-
ro pasMepa 4acTui. MaTtepuan moasepraercsi Ipooie-
HUI0O B KOPYHIOBOM CTyNKE UIApOBOM MEJIbHULIBI
«FRITSCH» ¢ mocnexyromuM MPOCEBOM depe3 CHUTO,
pasmep S4eHKH KOTOPOro paBeH OKUIAEMOMY pasMepy
yacTull. Bo n30exaHne CIUIIKOM MEIKOTO H3METbYEeHHS
YacTHIl JpOOJIEHUE HPU MOMOIIM IIAPOBON MEJIbHHIIBI
JIOJDKHO TPOUCXOJUTH HEJI0r0 ¢ HEOOIBIIONH aMILINUTY-
JIoH (TIpUMEpHbIE MTapaMeTphbl, 3aJaBacMble Ha JHCIUICE
1apoBOi MEJTBHUIIBI «Sieving time=10 min,
Amplitude=0,5») u mosTamHO:

1) IlpeacraBuTensHasl 4YaCTh MaTEpHana IMPOCCHUBA-
eTcst yepe3 cuTo (pasmep staeiiku 50 Mrm);

2) OcTaBIuascs 4acTh MaTepHala Ha CHTe 3arpyxa-
eTcs B IapOBYIO MEIBHUILY JUTS IpOOICHUS;

3) Tlocne npoOneHUsT TPOU3BOAWTCSA MOBTOPHBIH
MPOCEB M T.JI. O TIOJIHOTO IIPOCEBA BCEW 4acTH MpeacTa-
BUTEJBHOW NOpLMHM MaTepuaia dYepe3 cuTo (pasmep
stueiiku 50 MKM).

W3 u3MesipueHHOT0 TIOPOIIKOBOr0 MaTepHara ImoJIro-
TaBJIMBAETCS TIOPOLIKOBHINA 0Opasew. M3rorosnenue no-
pOIIKOBOTO 00pas3ia MOXeT OBITh NPOU3BEICHO He-
CKOJIBKMIMH CIIOCO0aMu:

— IIPECCOBAHHEM ITOPOILIKOBOTO MaTepHaa B KIOBE-
Ty AJIsI TOPOIIKOBBIX 00pas3IioB;

— HaHECEHHEM SMYJILCHHU ITOPOLIKOBOTO MaTepHaa
Ha CTEKJIIHHYIO IUIACTHHKY (B CIIydae Majoro KOJHdecT-
Ba MOPOIIKOBOT'O MaTepHana).

[IpeccoBanue MOPOIIKOBOrO MaTepHana B KIOBETY
MPOBOAUTCS C MIOMOIIBIO MPUCTIOCOOICHHH, H300paXKeH-

) e)

HBIX Ha pUCYHKE 2 a. KOMITIEKT 17151 HOATOTOBKY HOPOII-
KOBBIX 00pa3IloB COJEPIKUT CTOJIMK MOJArOTOBKH 00pa3-
11a, Ha KOTOPOM 3a)KUMaeTcsl KONBIO JiepyKaTelst o0pas-
112, IOPOILIOK HAHOCUTCS IIETKOH U JIe3BHEM HOXKa.

Pexomennyemblit  (GUpMOR-IPOM3BOANTEIEM  JTU-
¢bpakromerpa [2] crocod MPUTOTOBICHUS MOPOIIKOBBIX
00pa3loB C HCIOJIb30BAHUEM BBIILICYKAa3aHHOTO KOM-
IUIEKTA 3aKIF0OYACTCs B CIICAYFOLIEM:!

1) 3akpermuTs KOJIBIIO AepKaTess 06pasiia Ha CTONH-
K€ MOJTOTOBKH (PUCYHOK 2 0);

2) PacmpenenuTsb MOPOMIKOBBIA MaTepral B KOJbIIE
JieprKaTeNs Tak, YTOOBI HOPOIIOK C TOPKOI pacroarancs
BHYTPH KOJbLia (PUCYHOK 2 B);

3) BnaBuTh MOPOIIOK C YCHIIMEM B KOJIBIIO IepIKaTe-
JI51, ICTIOJIB3YSI ITOPOIIKOBBII MPECCOBOYHBIH OJIOK (pUCy-
HOK 2 T);

4) Hcnonp3ys Jie3BHE HOXA, COCKPECTH MOPOIIIOK,
KOTOPBIN BBICHITIAJICS 32 TPEIEIIbl KOJIbIIA JepKaTeis BO
BpeMsl mpeccoBaHus (pucyHok 2 m). [Ipu HeoOxommumo-
CTH paCHpENeNUTh WIH IPOCEATh HOBYIO MOPIHIO II0-
POIIKOBOTO MaTepuasa Ha IOBEPXHOCTb, 3aTE€M CHOBA 3a-
IIpeccoBaTh, HCIIONB3YsS IOPOMIKOBEIH MPECCOBOYHBIN
6110K. [ToBTOPATH yKa3aHHBIE IIATH 10 TEX MOP, OKa HE
OyZIeT MOoJydYeH IUIOTHO CIPECCOBAHHBIM MOPOIIKOBBIHA
oOpaseir.

5) Yaanutek Bech M3IHIIEK TTOPOIIKA, HAXOMAIIHHACS
BBILIE Kpasi 000MMBI KOJIBIIEBOTO JAEPIKATEISl, UCTIONIB3YS
JIe3BHE HOXa U KUCTB ISl yAaieHus nplii. O0pasen noi-
JKEH BBITJIAIETh, KaK II0Ka3aHO Ha PUCYHKeE 2 €;

6) PasMecTHTh HI)KHIOIO TUTUTY Ha KOJBIIO JepiKaTe-
75, 3aUKCHpPOBaTh B STOW MO3HIUHU (PHCYHOK 2 XK).
Y 10CcTOBEPUTHCS, YTO YCTPOMCTBO MPOYHO 3aKPEILICHO.

x) 3)

Pucynox 2. Hnmocmpayus npoyedypboi u npucnocobnenutl 015t NOO20MOo8KU 00pa3y08 ¢ UCHONb308AHUEM KOMNILEKMA
07151 NOO20MOBKU NOPOUIKOBbIX 06pasyos [2]
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7) Ynmanuthk nepkarenb B cOOpe CO CTOJHKA MTOATO-
TOBKH, HA)KaB Ha MMOJIIPYKMHEHHYIO KHOIIKY Ha CTOJIHMKE.
Ha pucynke rokasan oOpaser B JepkaTesie, OTAeICHHbIH
OT CTOJIMKA NOATOTOBKH (PUCYHOK 2 3).

B npakTrke paboThl 1a60paTOpUK UCTIBITAHUN KOH-
CTPYKLMOHHBIX ¥ TOIUIMBHBIX MaTEPHAJIOB CYLIECTBYET
MIPOBEPEHHBIN U 0TPaOOTaHHBIN METOJ IOATOTOBKH MO-
POIIKOBBIX OOpa3OB IIyTEM HAHECEHHs IOPOIIKOBOM
9MYJIBCHHM Ha CTEKJITHHYIO IIIACTHHKY. [Iporienypa sToro
METO/Ia 3aKIIFOYAETCs B CIICAYIOIIEM:

1) TwaTempHO mEpeMeIaTh MEJIKOJUCIICPCHYO
gacTh (pa3mep yacTu < 50 MKM) MaTepuaia B araToBoit
CTYIKe ¢ T00AaBJICHUEM CIIMPTA U IJIaCTHKATA,;

2) V3MenbunTh MOPUMM MaTepHala B araToBOii
CTYIIKE;

3) C noMoIipl0 araToBOro MecTHKa Ha CTCKISIHHYIO
IUIACTUHKY HaHECTH SMYJILCHIO MOPOILKA;

4) TlpocymuBaTh IJIACTHHKY MOCIE KAXKIOTO HaHe-
CCHUS CII0S SMYIIBCHUM;

5) TloBopaunBaTh MOBEPXHOCTh MIACTHHKU Ha 90°
JUTSl HAHECEHHS CIIEIYIOIIETO CII0S SMYIBCHH.

ITpn U3roTOBNICHNN MOPOIIKOBEIX 00pa3IoB s (a-
30BOTO aHAJIN3a BAXKHBIM SIBIISIETCS ONPEIEIICHNE TOJIIIN-
HBI aHAJM3UPYEMOTO CJIOS, OT Hee 3aBHCUT 00BbEM Marte-
pHaia, «IIpoCBEYMBACMBbIi1» PEHTTCHOBCKUM H3JIyYeHHU-
eM.

PeHTreHOBCKME METOABI OTPaHUYEHBl TOJIIUHON
aHaIM3UpyeMoro ciosi. [ yOuHa MpOHUKHOBEHHS PEHT-
TEHOBCKHUX JIyueil B MaTepHal 3aBUCHT OT KOA(PPHIIUCH-
Ta ocnablieHHus: PEeHTTe€HOBCKHUX JIy4eid, IJIOTHOCTH Mate-
pHana ¥ BeIMYMHBI YTIIa PACCESHUS PEHTTEHOBCKOTO U3-
Jy4eHHsI UccieyeMbIM BermecTBoM. OIeHKa TOJIIUHbI
ciost mpoBoautcs 1mo popmye [3]:

h=1,55|n(9), 1)

o

rae 0 — yron audpakuuu, | — JMHEHHbIH KodddunmueHTt
ocnabieHns, KOTOPBI ompenensercss MpOoU3BEACHUEM
MaccoBoro ko3¢ ¢uuuenta ociaadiieHust [y PEHTIeHOB-
CKHX JIyuel Ha INIOTHOCTh MaTepuana p. MaccoBble Ko-
3G GUIUEHTBI 0CTa0IeHUsT HAXOATCSI 0 CHPABOYHUKY
[4].

Tommmua nopomkoBoro o6pasna IoJDKHA OBITh
0oJIbIIIe TOIIMHEI aHATU3UPYEMOTO CIIOS.

3 METOJIHUKA MOJYYEHUS, OGPABOTKHA
N AHAJIN3A JUOPAKTOI'PAMM

3.1 Pesxnm paboThl peHTreHOBCKOMH TPYOKH

PenTtreHoBckne TpyOKH SBISIOTCS NCTOYHHKOM H3-
Jy4eHus1, KOTopoe GopMuUpyeTcs Ha MUIIICHH U3 YUCTOTO
metaiia (Cu). Jlyist reHepaiy U3y4eHuUs] MUIIEHb OOM-
OapaupyeTcs 3JeKTPOHAMH, YCKOPEHHBIMH IOTEHIINA-
JIOM B HECKOJIBKO AECATKOB KUIIOBOJIBT [5]. Hanpsoxenne
1 TOK PEHTT€HOBCKOH TPYOKH SBISIOTCS BaKHBIMH Hapa-
METpaMH, OT KOTOPHIX 3aBHCHUT KauyecTBO IOJTy4aeMOM
mudpakrorpammel. B PykoBoactBe  mosb3oBaTens
Empyrean pekomeHayeMble MaKCHMaJIbHBIE YCTAHOBKH
reHepaTopa BBICOKOTO HANPSDKEHMS U1l PEHTT€HOBCKOM

TpyOKH ¢ MenHbM aHomoM (9430 033 73104 Empyrean
XRD Tube Cu LFF HR) cocrapnstot 45 kB (Hampsike-
Hue) u 40 MA (cuna Toka) [6].

CHexTp U3JIy4eHUs] PEHTTCHOBCKOIM TPYOKH COCTOMT
13 TOPMO3HOT'O U XapaKTEPUCTHUECKOTO U3JTyueHUH. Xa-
PaKTEpPUCTHYECKOE HM3JIydeHHEe — Ha0Op CIIEKTPaJbHBIX
JIMHUI KOHEYHOH IIMPUHBI, U3 KOTOPBIX B CTPYKTYPHOM
aHaM3e WCIIONB3YyeTCS Hambollee MHTCHCHBHAS JIMHUS
Koz nyomera Koy — Kao.

3.2 Onrnyeckas cucrema audpaKkroMmerpa

Peanuzanuns nomyueHust qudpakunOHHON KapTHHBI
OCYIIECTBIISIETCS C TOMOLIBIO TOHUOMETPA C TEOMETPUEH
mo Bparry-bpenrtano. 'ornomerp obecnednBaeT BEICO-
KOTOYHOE HW3MEPEHHE YIJIOB IU(PAKIUH, IO3BOJIIET
OCYIIECTBIISITH MTOBOPOTHI BOKPYT 00mIei ocu (ocH To-
HHOMETpPa) PEHTT€HOBCKON TPYOKH, Aeprkarens oOpasia
U JIETEKTOpA.

Kommmmarop nepBrudHOTO JIyda TOHHOMETpa 00pasy-
€T CMEHHBIC e IeNb PACX0XKICHUS, OrPaHNYHBAIO-
11asi BEPTUKAJIBHBIA pa3Mep IMy4kKa, aHTHpacCcenBaromas
11eJb, Macka MajaroIero jgyya u menu Consepa.

Iemn Comnepa (CTOMKa PaBHOOTCTOSAIIUX TOHKHUX
IUIACTUHOK M3 CHJIBHO TOTJIOIIAIONIET0 PEHTICHOBCKHE
JIy4H MaTepHala) OrpaHUuMBAIOT PACXOIUMOCTD ITy4Ka B
aKCHAJIbHOM HaIlpaBJIeHUH (IEPIEHANKYISIPHO T.H. <«OK-
BaTOPHAIBHOH IIOCKOCTH» — OKPYXHOCTH (DOKYCHPOB-
KH).

[lenu pacxoXXISHUS K aHTHPACCEHBAIOIIHE LIIEITH HC-
MOJB3YIOTCS [UI YIPaBICHHUS PAcXOAMMOCTBIO I1aaaro-
IIET0 ITy4Ka PEHTI€HOBCKOT0 N3Ty4YEHHS B 3KBATOPHAIIb-
HOH m1ockocTu. Pa3mep 1enu pacxokeHus BIIUSET HA
o0ydaemyto JuinHy Ha obpasie. Onucanue menei pac-
X0XKIICHUS, UMEIOLIUXCS B KOMIUIEKTE K AU(PPAKTOMETPY,
npencTaBieHo B Tabmure 1.

Tabauya 1. Onucanue wenetl pacxoxicoeHust

06o3HayeHue wenm PackpbiTne, Mm

4° 6,0
2° 3,0
1° 1,5

1/2° 0,75

1/4° 0,38

1/8° 0,19

1116° 0,1

1/32° 0,05

Hlemn pacxoxaenus 1/8°—1/32° pexomeHIOBaHO
MIPUMEHSTH Il HU3KOYIJIOBBIX MOJOXEHHUH, HAPUMED
IIpY aHAJN3€ TOHKHX IJICHOK WM OTPakaTeIbHOW CIO-
cobHocTH [6].

Pazmep Macku majaromiero Jiyda HErocpeaCcTBEHHO
BJIMSIET Ha 00Jy4aeMylo MOBEPXHOCTh 00pasiia, Tak Kak
(dbopMupyeT IIMPHUHY NaJaloLIero IMy4yKka H3IydeHus. Xa-
PaKTEpPUCTHKH MAacCOK, MUMEIOIINXCS B KOMIUIEKTE M-
¢dpakTomeTpa, npeAcTaBieHsl B Tabuuie 2. IIpuBeneHs
oOydaemble IUPHUHBI 111 UKCUPOBAHHBIX IIENIel pac-
XOXKICHHUSL.
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Tabruya 2. Lllupuna obryuaemou nogepxHocmu
8 3a8UCUMOCTNU O NPUMEHAEMOU MACKU (MM)

MapkupoBka Lllerm Connepa
Mackn 0,01 paa. 0,02 paa. 0,04 paa.
20 18,4 19,9 228
15 134 14,9 178
10 84 9,9 12,8
5 34 49 78
2000
1800 .
1600
£1400 e
w1200 =
31000 .
g 800 =
8 600 * <
400 . -
200 ! st ! ' 2 ’
D T T ‘ T .
20 30 40 50 60 70 80 90 100110120130140
rpagycol, 20
¢ Macka 5 B macka 10 ® macka 20
a)
200
180 a
160
$140 ="
v 120 a
2 100 2
E 80 . Ol
o 60 *
v 40 A4 ._. = ]

20 |—o—"—'—!4

0 : * V. .

20 30 40 50 60 70 80 90 100110120130140
rpagycel, 26

® macka 10
0)

¢ Macka 5 ® macka 20

Pucynox 3. Peaynbmamul conocmagnenus 8biCOMHOU UHMEH-
CUBHOCMU NUKO8 KPeMHUsL K YPOsHIo ona (a) u unmezpao-
HOU UHMEHCUBHOCMU NUKO8 KPEeMHUSL K YPO8HIO (oHa npu
UCNONIL30BAHUU MACOK ¢ 0bo3HayeHuem 5, 10, 20

Jnst oOpasia KpeMHHsI IPOBEICHO CPAaBHEHHUE COOT-
HOUIEHUH BBHICOTHBIX M MHTETPAIBHBIX MHTCHCUBHOCTEH
K ()OHY B 3aBHCUMOCTH OT IIPUMEHIEMBIX MacoK (CM. pu-
cyHOK 3). BbIBenieHBI CeAyIONe COOTHOIICHUS: CPe/-
HUE BBICOTHBIC U HHTETPaJIbHbIE HHTEHCHBHOCTH IIPH HC-
nosp3oBanny Macku 20 B 1,9 pasa Gosbliie, yeM npu Mac-
ke 5. CpeaHue BBICOTHBIE HHTEHCUBHOCTHU IIPU HCIIOJb-
3oBaHnH Macku 20 B 1,2 paza OoibIie, 4eM IpH HCTIOIb-
30BaHNMU Macku 10, cpenHNe MHTErpaabHbIE HHTEHCHB-
HOCTH — B 1,3 pasa Goxpme. CpeiHuE BHICOTHBIC HHTEH-
cuBHOocTH Tipu Macke 10 B 1,5 pasa Oombmie, yem mpu
Macke 5 I BBICOTHBIX MHTEHCHBHOCTEH, B 1,4 pasa
OoJibllle — MPU pacyeTe 110 MHTErPaIbHBIM HHTEHCUBHO-
CTSM.

BBICOTHBIC MHTEHCHBHOCTH YBEIMYHMBAIOTCS TIOUTH B
2 paza npu 3aMeHe Macki B 5 Ha 20; Ipu 3aMeHe MacKu
¢ 5 Ha 10 — yBenuuuBaroTcs B 1,5 pasa; npu 3ameHe Mac-
ku ¢ 10 Ha 20 BRIUTPHILI COCTaBIACT OKoJ0 1,2 pa3za. s
MHTETpajbHBIX HHTEHCUBHOCTEH COOTHOIICHHE TTPUMEp-
HO TaKo€ XKe.

YBenumueHne NHTETPAIBHBIX U BBICOTHBIX HHTCHCHB-
HOCTel HanboJee 3aMETHO Ha MaJIbIX yIilax Ju(paKivy,
npuMepHo ¢ 70°20 paszHUIA MEXIY HHTCHCUBHOCTSIMHU
CTaHOBUTHCSI MEHEE 3aMETHA.

[IpoBeaeHO HECKOIBKO UCCIIEIOBAHMUIT HA TEMY BIIH-
HUsI TapaMeTPOB ONTHYECKOW CHCTeMbl Ha JAUPPAKTO-
rpaMMsbl. Bapuanuu ontudyeckux napameTpoB IpeAcTaB-
neHsl B Tabnuue 3. Minmoctpanus audpakrorpamm, no-
JIYUYCHHBIX MPHU UCCICAOBAHUMN CTAJIBHOI'O AWCKA, MPEa-
CTaBJIeHa Ha PUCYHKE 4.

BbIBOABI 1O HMCCIIEIOBAHUIO CO CTAIBHBIM JHCKOM:
MIPUPOCT MHTEHCUBHOCTH MaKCHUMaJeH IpH CheMKe 0e3
meneit Comnepa — 4 cheMKa.

Korna youpaercs mens Cosiepa ¢ nagaromero Jryda
(cheMKa 2), MHTEHCHBHOCTH BBINIE, Ye€M KOTJa IIeib
Cosiepa OTCYTCTBYeT Ha JIU(parupoBaHHOM Jiyde
(cvemka 3), mpumepHo Ha 20-30%. OTHOCUTENHHO HC-
XOJTHOTO cKaHupoBaHus P6_u 1.

J1d moucka NMKOB MaJlol MHTEHCUBHOCTH ChEMKA
0e3 ucnosp30BanHus ofHON n3 menel Cosulepa aaeT mo-
JIOKUTCIIbHBIC PE3YyJIbTAThl, AaHAJIOTUYHBIC YBCIUYCHUIO
9KCTIO3UINH B 4 paza.

Tabauya 3. Bapuayuu onmuueckux napamemposg (obpazey u3 CmaibHo20 OUCKa)

© § I g g © o
° . @ S = o
E > E’_ g % 2, g = ?‘ § < E g E’_ g
= hea 2 2 5 < g = e © © c =
zg 0603HayeHve ANPaKTOrpaMMbI 8% g% 8z g % S2| g8 |z8°| Sz2
S g 2 | 87| g S5| 22 |32 | 28
2 58| §8|¢8 |38 S| 8F |8 | 58
< = 5 & =

1 WcxopHble napameTpsl (P6_u_1)* 0,02 1 2 10 5-153 | 0,026 30,6 0,02

2 bes wenv Connepa Ha napatoLem nyye* HeT 1 2 10 5-153 | 0,026 30,6 0,02
3 Bes wenn Connepa Ha audparmpoaHHOM nyye” 0,02 1 2 10 5-153 | 0,026 30,6 HeT
4 bes wwenein Connepa* HeT 1 2 10 5-153 | 0,026 30,6 HeT
5 P6_u_1 (LLlenb pacxoxaerus 2, AHTUpaccenBatowas wenb 4)** 0,02 2 4 Vaad Vaad Va4 Valad 0,02

lMpumeyanne: * npu 3HaueHUn napameTpa Lenu pacxoxaeHns 1°, packpbitne 1,5 Mm; 2° - 3 Mm.
**Npu 3HaYeHUM NapameTpa aHTUpaccemBatoLLel Lwenu 2° packpbiTie 3 MM, npu 4° — 6 MM.
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Pucynox 4. JJugppaxmozpammul, nonyuennvle npu 8apuayusx ONMU4ecKux napamempos o oopasya cmaibHo2o OUcKa

V3MeHeHMe MIenN pacXoKICHHs MaJaiolero Imydka
(cremKa 5) B HaYaJIBHOM JIMANa30HE YTJIOB MPUBOIUT K
YBEIMUYECHUIO (OHA, HHTCHCUBHOCTh OCTAETCS Ha HCXOJI-
HOM ypoBHe. [Tpu paccmoTpennn yriioB 6omnee 60°260 Ha-
Omomaercs pocT (pIayopecleHINN — yBenndeHue (oHa
npumepHo 1o 80°20, Ha 80° hoH BEIpaBHUBAETCA 10 OJI-
HOTro ypoBHA. Pa3zmep nyuka npu 60° nmomnan Ha pa3mep
oOpasia, nanee yBEJIMYMBAETCS OOMydaemas ITOBEpX-
HOCTbh ¥ UHTEHCUBHOCTh CTAHOBUTCS IIOCTOSTHHOI.

YBenudeHnue cBeTocmiibl (cheMka 6e3 meneit Coue-
pa) OAHO3HAYHO JIaeT pe3yIbTaThl IIPU MOUCKE TUKOB Ma-
JIOM NHTEHCUBHOCTH.

B xommnext nudpakromerpa Empyrean BXxoaut ne-
tekTop PIXcellD, KOoTOpbIl MMEET HECKOJIBKO PEKHUMOB
pabotsl. Ha mpakTnke, B OCHOBHOM, HCIIOJIb3YeTCS CKa-
HUPYIOLIUH JINHEHHBIH JETEKTOP.

3.3 PeskuM cTaHIapTHOI ChEMKH B IPOCMOTPO-

BOM peskuMe U 00padoTka IupaKTOorpaMm

Bpems skcmosurmu, pasmep Imara CKaHHPOBaHUS,
nCcIeIyeMbli YriloBOW THana3oH — MapameTphl, KOTo-
PpBI€ TOIDKHBI BBIOMPATHCS VISl KAXKJ0TO OTIEIBHOTO CITy-
Yasi B 3aBUCHMOCTH OT 3a/1a4 UCCIIEOBaHNUS.

Pexxum craHmapTHO# cheMKHM Ha TUQpaKTOMETpe B
IIPOCMOTPOBOM PEXUME MPOBOAUTCS HPH CIETYIOMINX
napamerpax: Pexxum pabotsr nerexkropa PIXcell1D — cka-
HUPYIOIIWH JWHEHHBIH gerekTop (scanning line
detector). WMzmydenme: Cu Ko, HampsokeHWEe W TOK:
45 kV, 40 mA. Ucnonp3yercs (PUKCHpOBAaHHAS MIEIb
pPacXoKAEHHUS C YIIOBBIM pacXokIeHHWeM 1°, aHTHpac-
ceuBaroas mess 2°, MacKa Malalomiero my4Jka ¢ MapKu-
poskotii 20, obecrieunBaromas MUPUHY Haaf0IIero myd-

ka 19,9 MM. Bpems skcno3uiiuu (Bpemsi Ha Iiar) npu
cbemkax — 30,6 ¢, pa3mep miara CKaHUPOBAHUSL ISl JTH-
¢paxrorpamm 0,026°260, nccnemyeMblil yTIoBOH Iuamna-
30H 5—153°26. [IpoaomKUTETFHOCTh CHEMKH TIPH TaKHX
rnapameTpax — OKoJo 12 MUHYT.

O6paboTtka audpaxTorpaMM MPOBOAUTCS MOCPEICT-
BOM IIporpaMMmEl st 00paboTku u moncka «HighScorey.

Jnst unentndukanun $a3oBOro cocraBa HCHOIb30-
Bajachk 0a3a mannbix Crystallography Open Database [7]
u PDF-2.

3AKJIIOYEHUE

O000nIB TpeACTaBICHHYID WHPOPMALHIO, MOKHO
ClIeNaTh CJIeIYIOIIe BBIBOIBI:

1. HccnenoBatenp, NpeIoCTaBIIOMINI MaTepral
JUISL aHaliu3a PEHTTEHOCTPYKTYPHBIX XapaKTEPUCTHK,
JOIDKeH c(hOopMyIIMpOBaTh 3aJa4u MCCleIoBaHus, 000-
3HAYUTh HHPOPMALIHIO, KOTOPas JOJDKHA OBITh MOJTy4eHa
B pe3yJibTare.

2. JInsi MOCTaHOBKH 3aJayll MOXET ObITh IOJIE3eH
«OMpOCHBIi1 JTUCT IS COCTABIICHHS TEXHMYECKOT'0 3a/1a-
HHSA [0 PSHTTCHOCTPYKTYPHOMY HCCIICIOBAHHUIOY, pa3pa-
OOTaHHbI aBTOPOM CTATBH.

3. IlpexcraBieHbl peKOMEHIALUH MO H3TOTOBJICHUIO
MOPOLIKOBBIX 00PA3LOB [JIsl PEHTIeHOTrpadhUPOBAHUS.

4. TlpoaHamu3upoBaHa ONTHYECKas CUCTEMa JU-
(dbpakromerpa. OnpeienieHbl OCHOBHBIE 3aBUCMOCTH Ha
Ka4ecTBO IU(pakTorpaMm napamerpoB y3JOB OINTHYE-
CKOW cXeMbl. BpiOpaHbl oNTHMAalbHBIE MapamMeTpbl s
MIPOBEJCHHUSI CTAaHJAPTHBIX CHEMOK, O0ECIeYHBaloIIUe
JIOCTaTOYHOE KauecTBO AU(PAKTOrPaAMM.
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EMPYREAN JUOPAKTOMETPIHAE YJITTVIEPAIH PEHTI'EH KYPBIJIBIM/IBIJIBIK
DA3AJIBIK TAJIJAY S9JAICTEMECIHIH BIPHTAMA ACHHEKTIJIEPI

12 0.C. Bykuna, V) I.M. Kykymxun, Y A.B. Cemenuna

D KP ¥40 PMK «Amom snepzuscvt uncmumymoly gpunuanst, Kypuamos, Kazaxcman
A «H.H. ITonzynos amuinoazel Anmaii memaeKemmix mexnuKasiblk yHUEEPCUMEmMiy JHcozapol 6inim bepemin
Deoepanovlk memaekemmik 0100xcemmik 0inim depy mexemeci, bapnayn, Peceii

2015 xpuiaan 6acran ATOM SHEPIHsCHl HHCTHTYTHIHIA PEHTIeH KYPBUIBIMIBUIBIK 3epTTeyiiep Panalytical ¢pupmachiHbIg
«Empyrean» Ka3ipri peHTren nudpaxromerpinae xypriziieai. «Empyrean» — KiacCHKaIbIK YHTaKThI )KOHE 3ePTTEYIIK
IU(PPaKTOMETPiHIH MYMKIHAITH OalTaHBICTRIPATHIH aXKBIPaTy KaOBLIETi )KOFaphl TIK OpHATaCKaH TeHHOMETpi Oap e3iHiH
MYMKIHIIKTepi OOHBIHIIA Oipereit peHTreHaiK AuHPaKTOMETP.

BromxeTTik Oarmapiamanap, KOMMEPLHSUIIBIK )KOHE TPAHTTHIK jk00aap OOMBIHIIA KYMBICTAp/bIH KaTapbl ©3iHe peHTIeH
KYPBUTBIMIBUTBIK 3€pTTEYNepai KYpri3ymi eHrizenmi. Op Oip >KyMbICTa yiriiep aupporpammaiapipl TYCipy KesiHme
€CeIKe alyIbl KayKeT eTeTIH CHIAaTTaMaJIbIK epeKIIeikTepi 6ap (reoMeTpHSUIIBIK OMIIeMIeD, KalbIH IBIFbl, MAaTSPHAaIIbIH
panuobenceHaIirin skoHe T.0.). bipHeme ynrinepre apHaigran audporpaMmanapiblH KaHFBIPTBUTYBIH, ChIHAMaHBI
JAMbIHAAY TOCUIIHIH JKEHUIIUINH, pajAMalMsuIbIK Kayilci3miri Ke3KapachlHaH >KYMBICKA apHaIFaH THIMAUIH
KaMTaMachl3 eTy MaHbI3bl. J(udpakTorpaMmmanapablH canacklH KypacThIPYIIBLIAP.Ibl KAMTAMACHI3 €TY, )KOHE JIe PEHTIeH
KYOBIPBIHBIH PECYPCBIHBIH 3KOHOMMSICHIHBIH MaKcaTTapblHIa Judpakrorpammanap/blf MUHUMAJAbl CaHbl OOWBIHINIA
Ka)KETTi aKIapaTThl ajly YIIiH YMTBUTY KEpeK.

Makasaja KOHCTPYKIMSJIBIK KOHE OTBIHJBIK MaTepHalapabl 3epTTey Ke3iHJe COTTI KOJJAHBUIATBIH PEHTIeH (a3aibiK
TaJay d/1iCTEMECiHIH OOJIirl YChIHBUIFaH.

SOME ASPECTS OF X-RAY PHASE ANALYSIS METHODS FOR SAMPLES
USING AN EMPYREAN DIFFRACTOMETER

172 0.S. Bukina, Y I.M. Kukushkin, Y A.V. Semenina

D Branch “Institute of Atomic Energy” RSE NNC RK, Kurchatov, Kazakhstan
2 Federal State Budget Educational Institution of Higher Education
“Polzunov Altai State Technical University”, Barnaul, Russia

Since 2015, X-ray diffraction studies at the Institute of Atomic Energy have been carried out on a modern Panalytical
Empyrean X-ray diffractometer. Empyrean is a unique X-ray diffractometer with a vertically positioned high-resolution
goniometer, which combines capabilities of a classic powder and research diffractometer.

A number of works on budget programs, commercial and grant projects include x-ray structural studies. In each work,
samples have typical features (geometric dimensions, thickness, radioactivity of the material, etc.), which should be taken
into account when shooting diffraction patterns. It is important to ensure precision of diffraction patterns for several
samples, simplicity of the sample preparation method, and acceptability to work from the point of view of radiation safety.
To ensure the quality components of the diffraction patterns, as well as to save the life of the X-ray tube, it is necessary
to strive to obtain the required information on the minimum number of diffraction patterns.

The paper presents part of x-ray phase analysis method, which is successfully used in the study of structural and fuel
materials.
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