JIABOPATOPHAS PABOTA Nel. UCCJIEJOBAHUE COCTABA
HEPCIIEKTUBHBIX DJIEKTPOTEXHUYECKUX MATEPHUAJIOB C
HoOMOIbIO METOJA PEHTTEHOBCKOU IU®PAKTOMETPUHN

lleJlb paﬁombl: O3HaKOMHUTHCS C OCHOBAMH HCIIOJIb30BaHUS MCTOJa
peHTFGHOBCKOﬁ ,ZIH(bpaKTOMGTpI/II/I JJI UCCIICA0OBAHNC COCTaBa
IMCPCIICKTUBHLBIX JJICKTPOTCXHUYCCKUX MATCPUAIIOB.

KPATKOE TEOPETUYECKOE BBEJIEHUE

MeTtoabl, KOTOPHIMU MOKHO ONpPEACIATh AJIEMEHTHBIM M (hpa30BBIM
COCTaB MaTEpHUAJIOB, JACIATCA HA XUMHYECKHe U (pu3nveckne. XUMHUYECKHE
METOAbl ONPEACIICHUS AJIEMEHTHOIO COCTaBa BEIIECTB OCHOBAaHBI Ha
MPEBpAILCHUY AHAIM3UPYEMOTO BEIIeCTBA B HOBOE COCIAUHEHUE, A
KOTOPOTO TE€M WJIM MHBIM CIIOCOOOM BO3MOKHA KOJMYECTBEHHAs OICHKA.
Onpenenenue 3J€MEHTHOTO COCTaBa MAaTepUaaoB (GU3HYECKHM CIIOCO0OM
OCHOBAHO Ha MU3MEPEHUU 3aBUCUMOCTEHN «()HU3UUECKOE CBOMCTBO — COCTaBy.
K HUM OTHOCSTCA pa3UyHbIE CIEKTPaJbHBIE METOJIbI, HAIPUMEP, aTOMHO-
a0COpPOIIMOHHBIN, PEHTICHOCTPYKTYPHBIN, MacC-CIIEKTPAIIbHBIN U IPYyTHe.

PeHTreHOBCKOE M3JIY4Y€HUE — DJICKTPOMArHUTHBIC BOJIHBI, DHEPTUS
(OTOHOB KOTOPBIX JIGKUT Ha IIKaJie SJEKTPOMATHUTHBIX BOJH MEXIY
yIbTPaHOICTOBBIM H3JIydeHHEM M TamMma-uziaydeHuem (ot ~10 3B go ~1
M>B), uto cootBercrByer mmuHaM BoaH ot ~10° o ~107 A (ot ~107" a0
~107"% m) (pucynox 1).

V\/\MN\/\/\/\/\/\/VWWWWWV

Tun nanyyeHus PaguosonHosoe Wndpakpachoe Ynerpadmonerosoe Famma-nanyyenune
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Pucynok 1 — IlIkana 351eKTpOMarHuTHOTO U3JIy4EHUs

PeHTreHoBCKOE W3IIy4eHHE HCIOJIb3yeTcs g HM3ydeHus: (a30BOro
cocraBa W CTPYKTyphl BeulectBa. Da3oBbld COCTAB TBEPIAOrO Teja
dakTUYeCKH  OmNpeAessieT ero BO3MOXHbIe cBoicTBa. [IpumeHenue
PEHTIC€HOBCKOTO M3JIy4YCHUS NJIs TIOJyYeHUs JaHHBIX O (a30BOM COCTaBe U
CTPYKTYpE€ BEIIECTB  OCYIIECTBIsieTCSI B  peHTreHoga3oBoM  (WiH
PEHTIeHOCTPYKTYPHOM) aHaju3e. B 0CHOBe MeToja JICKUT SIBJICHHE



nudpakuy, IOATOMY TaKXKe METOJ HOCHUT Ha3BaHWE
pentreHogudpaxuuonnoro ananausa (anrn. X-ray diffraction — XRD).
Jludpakiuss peHTTeHOBCKOTO H3JIYYCHHUS B KPHCTAUTUYECKHAX BEIIECTBAX
MIPOMCXOMT O MOJIeNu bparros (pucyHoK 2).

Pucynox 2 — Mogens nudpakiuy peHTT€HOBCKHUX JIydeit o bparram

VYcnosue nudpaxiuu Beipaxkaercs B popmyie bparros-Bynbda:

2dsind =nA4,
rme d — MEKIJIOCKOCTHOE paccTosiHue, 6 — yrol MEXKIy IIyYKOM
PEHTIEHOBCKMX JIydel M IUIOCKOCThIO oOpasma, A — JJIMHA BOJIHBI

PEHTI€HOBCKOTO M3JIy4YeHHUs, N — 1eJ0e 4ucio. Takum o0pa3oMm, sIBIICHUE
Iu(dpakiMy BO3HHMKAET JIMIIb HA HEKOTOPBIX YIVIAX, OMNpEeAessieMbIX
ycinoBueM bparros-Bynbga. @usndecku siBiieHre Tudpakiiuy BeIpakaeTcs: B
BO3HUKHOBEHUU Ha (OTOIIACTUHKE (JINOO B OO0Jee MO3JHUX MOAENAX — Ha
JaTYMKE) CHUMMETPHYHO PACHOJIOKECHHBIX MAaKCHMYMOB PEHTTEHOBCKOTO
U3IIyYE€HHS, COBOKYITHOCTh KOTOPBIX (DOPMHUPYET PEHTIreHOrpamMmy JnOo
PEHTIeHOBCKYK  audpakrorpammy (B ciy4yae  MpeacTaBIEHUs
nudpakMOHHOW KapTHHBI B Bue 3aBucumocTu 1(20)). I'maBHBIN BBIBOI:
CUMMeETpHUs, HabJlto1aeMasi Ha peHTreHOorpaMmax, MOJIHOCTbIO COOTBETCTBYET
CUMMETPHUH UCCIIEyEMBIX KPUCTAIIOB.

[Ipu B3aUMOJICICTBUU PEHTIEHOBCKOTO W3JyYEHUS B
KPUCTAUIMYECKUMH BEIIeCTBAaMU 00pazyeTcss COBOKYIMHOCTb BTOPUYHOTO
U3NTy4eHHUs:  AUQpardpoBaHHOE,  (IIyOpeCLEHTHOE, IPOCBEUMBAloOUIee,
TerioBoe, (QorornekrponHoe u  Ap. (pucyHoxk 3). B wmetone
PEHTreHO AU (PAKIIMOHHOTO aHanau3a UCIIOJIb3YETCs TOJIBKO
mudparupoBanHoe usnydenue. Takum obOpasom, XRD-ananuz — ogun u3
TU(GPaKIMOHHBIX METOJIOB HCCIEIOBAaHUSI CTPYKTYPhl BEILECTBA, B OCHOBE



KOTOPOTO JIKUT sIBJICHUE TUPPAKIIUN PEHTTCHOBCKHUX JTy4yeil Ha TPEXMEpHOM
KPHUCTAJUIMYECKOU PEIIETKE.

Diffracted X-ray

R XRD
Crystal N
y N Fluorescence X-ray
29 XRF
-

A

Transmitted X-ray
Medical, NDI

Incident X—rax

Ao

2 Heat
Amorphous

/

Photo electron
XPS

Pucynok 3 — BropuuHoe n3iydeHue, BOSHUKAIOIICE TPU B3aUMOICHCTBUN
PEHTI€HOBCKOTO U3JIYYEHHS C KPUCTAINIMYECKUMHU BEIIECTBAMU

Hcnonp30BaHne [MaHHOTO METOJA OCYIIECTBISETCS € MOMOUIBIO
MOPOUIKOBBIX  AU(PPAKTOMETPOB (pUCYHOK 4), KOTOpPBIE COCTOAT U3
UCTOYHMKA PEHTICHOBCKOTO M3JIydeHUs (PEHTreHOBCKOW TPYOKH),
CBSI3aHHOTO  C  BBICOKOBOJIbTHBIM  T'€HEPATOPOM,  PEHTTEeHOBCKOIO
TOHMOMETPA, B KOTOPHIA NOMEIIAIOT HCCIEayeMblid 00pasel, aeTeKTopa
U3JIIyYEHHsI U JIEKTPOHHOIO M3MEPUTEIBHO-PETUCTPUPYIOLIErO yCTPOICTBA.
JIeTeKTOpOM U3IY4YEeHHs CIYXKHUT CUYETUMK KBAHTOB (MOHM3ALMOHHAs KaMepa,
IPONOPLMOHAIIBHBIE, CUUHTUISILIMOHHBIE U MOJYIPOBOAHUKOBBIE CUETUUKN).
Ha cuérumk BBIBOAMTCS TMOCIENOBATEIBHO KAXKIBIN JU(GPAKIIMOHHBIN JTyd,
YTO JIOCTUTAEeTCsl IEPEMEUICHUEM CYETYMKA B IIPOLIECCE H3MEPEHUS.
[Ipocreiimias cTpykTypHasi cxeMa paboThl PEHTTEHOBCKOTO AU(PpPaKTOMETpa
IPUBEJICHA HA PUCYHKE 3.

PentreHoBckas TpyOka — 3TO M3IYy4alOIIUA 3JIEMEHT, KOTOPBIH
IPEeCTaBIAeT CO0OM BaKyyMHBIN COCYJl C TpeMs AJIEKTPOJaMU: KATOAOM,
HAKAJIOM KaTola U aHoAOM (pucyHOK 6). OCHOBHBIE KOHCTPYKTHUBHBIE
JJEMEHTHl — MeTAJUIMYeCKHe Karoa M aHoAa. Karon npu HarpeBaHuu
UCITYCKaeT 3JIEKTPOHBI (TepMOdJIEKTpOHHAs sMuccust). bonbiias AU mexay
karogoM U aHogoMm (~10-100 xkB) yckopsieT moTok 3JeKTPOHOB, KOTOPBIN
npuobperaeT Oonbiryto E=eU. YckopeHHbIH My4oK 3JIeKTPOHOB TOTMAaeT Ha
MOJIOKUTENBHO 3aPSKEHHBIM  aHOJ. OJIEKTPOHBI HCIBITBIBAIOT PE3KOE
TOPMOKEHUE, Tepsisi OONbIIyI0 4YacTb 3HEepruu. Bo3HHKaeT TOpPMO3HOe



U3JIyYeHHe PEHTI€HOBCKOro auamnazoHa. [fomumo TopMoxkeHus (paccesHus)
AJEKTPOHOB B AJIEKTPUYECKOM TI0JI€ aTOMHBIX SJIep, OJIHOBPEMEHHO
BBIOMBAIOTCSI DJIEKTPOHBI M3 BHYTPEHHUX D3JIEKTPOHHBIX 000J0YEK aTOMOB
aHoga. Ilycteie mecta B 000JI0YKAX 3aHUMAIOTCA JIPYTUMH 3JIEKTPOHAMU
atoma. Ilpu 3TOM HCHycKaeTcsi peHTT€HOBCKOE HU3IYyUYECHHE C XapaKTEPHBIM
IUIE  MaTepuana aHoJIa CHEKTPOM JHepruil  (XapakTepHUCTHYeCKoe
U3JIydyeHue). ODHEeprus  CHCKTpa  XapaKTePUCTUYECKOTO  HM3JIydeHHS
3HAUYUTETHFHO MEHBIIIE SHEPTHH CIIEKTPA TOPMO3HOTO U3ITYUECHUSI.

w
.y | |

Pucynoxk 4 — PentrenoBckuii tudppakromerp ShimadzuXRD-7000 (Snonwust)

Cxema XRD-7000

HeTtexkTop
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BhicokoBonbTHbii Ynpasnexue Cucrema
reHepatop FOHUOMETPOM
YcTaHoBKa NapaMeTpos BbicokoBonsTHOe <= 06pa6OTKM
PeHTTeHOBCKOro nyTaHWe feTekTopa OaHHbIX
V3IYHEHIA

Pucynok 5 — I[Ipocreiimas cTpykTypHas cxema paboThl peHTT€HOBCKOTO AudpakTomerpa
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Pucynox 6 — Cxema peHTreHOBCKOU TpyOku: X — peHTreHoBckue iayun, K — xatoxn, A —

a”op, C — rerootBo, Uy — HanpsikeHue Hakaia karoaa, U, — ycKopsitolee HalpsKeHue,

Win — BIiyck BOASIHOTO OXJIaxkA€HUs, Wyt — BBIITYCK BOJSTHOI'O OXJIQXICHUSI.

B nmponecce TopMoxkeHUs JUIIb OKOJO 1 % KMHETHMYECKOW SHEPIHH
AJIIEKTPOHA UIET HA PEHTTEHOBCKOE U3iIydeHue, 99 % s3Heprum npespamaercs
B TeIU10. YTOOBI MPEeIOTBPATUTH MEPETPEB aHO/1A, B MOUIHBIX PEHTI€HOBCKUX
TpyOKax NPUMEHSIOT BOJHOE WM MAciIIHOE OXJIaXKJIEHUE W BpallarolIuics
aHoJ. PeHTreHoBckue TpyOKkH pabOTalOT B peKMME HACHIMICHUS (IIOYTU BCE
WCIYIICHHbIE AJIEKTPOHBI JOCTUTAIOT aHOZa), MO3TOMY TOK 4epe3 TpyOKy
MOYTH HE 3aBUCUT OT MPHIOKEHHOTO HampsukeHus. st peryimpoBKH TOKa
yepe3 TpyOKy yHpaBIlIAIOT KOJIMYECTBOM HMCIYCKAaEMBIX 3JIEKTPOHOB, TO €CTh
M3MEHSSl HalpsHKEHUE Hakana. TUNHMYHbIE 3HAYEHUS aHOJHOTO HaIpsKEHUs
B MEIUIIMHCKUX TpYyOKax st pentrenorpaduu — 60...80 kB, Toka — gecarku
MA, TaKUM 00pa3oM UMIYJbCHAsE MOUTHOCTh COCTABIISIET HECKOIbKO KBT.

Ha pucynke 6 mpuBeneHa ontudeckas cxema paboThl pEeHTI€HOBCKOIO
audpakToMeTpa, paboTaroIero B peKMME HCIOJIb30BaHUS I'€OMETPUHM Ha
orpaxenue (1o bparry-bpenrtano). [loMuMo yrmomMsiHyTHIX TaKHX 3JIEMEHTOB,
KaK pPEHTI'€HOBCKasi TpyOKa, IETEKTOp PEHTTEHOBCKOTO M3IY4YEHHs, B CXEMeE
cozlepKaTcsi JTONOJIHUTEIbHBIE YCTPOMCTBA, IO3BOJISIIOIIME IMPOU3BOAUTH
(GoKycHpOBKY Jy4dell HX MOHOXpoMaTu3aluio. VcxomHble pEeHTIeHOBCKHE
Jy4d TPYOKM BO3ZHHUKAIOT MPHU CHJIBHOM YCKOPEHHH 3apsDKEHHBIX YacTHIL
(TopMO3HOE u3JIydeHHe), JUOO TPU BBICOKOIHEPTETUUYECKUX MEepexojiax B
ANIEKTPOHHBIX 000JOYKaX AaTOMOB WJIM MOJEKYN (XapaKTepUCTHUECKOE
u3nyuyeHue). B urore, 4yacTh cmekTpa, riae OTYETIMBO MPOCMATPUBAETCS
IIMPOKUN MAaKCHUMyM C MEHbUIEH WHTEHCHUBHOCTBIO, COOTBETCTBYIOLIUN
OTPaXEHUSIM IIUPOKOTO HAaOOpa BOJH C MEHBIIMMH JJIMHAMH, HA3bIBACTCS
CIUIOIIHOM cmeKTp. YuacTByromue B (GOPMUPOBAHUM CILJIOIIHOTO CHEKTpa
BOJIHBI Ha3bIBAIOTCA O€NbIM U3TyYyeHHEM (IO aHAJIOTUU C OENIbIM IBETOM,



comepKalluM  pa3dudHble BOJIHBI). JIBa clemyromme 3a IIMPOKUM
makcumymoM muka (Ko, KB) sABISIOTCS XapaKTepUCTHYECKOW 4YACTbIO
cnekTpa. TakuMm o0Opa3oM, OCOOEHHOCTh T€HEPUPYEMOT'O0 PEHTTCHOBCKOTO
W3IIy9CHHS B TOM, YTO OHO BKJIIOYAET B CEOs IMIMPOKHIA CIEKTP JJIWH BOJIH
(pucynox 7). Opmako ropa3mgo yaoOHee paboTaTh C PEHTTCHOBCKUMH
nudpakTorpaMMamMu, TMOJIYYEHHBIMH C TIOMOILIBI0O MOHOXPOMAaTHYECKOTO
u3nydyeHus. [{is  BbIIENEHUS TaKOro pojJia HU3JIYYEHHsS HCHOJIb3YIOTCS
MOHOXPOMATOPhl W PEHTTEHOBCKUE (UIBTPHI, MPEACTaBISAIONIEe COOOM
MaTepHalibl, CIOCOOHBIE OCNA0ISITH HHTEHCUBHOCTD B-BONH. VX mornomienue
XapaKTepU3ylT JUHEHHBIM (W) WIK MaccoBbiM (U*) koadduimenTamu
noryomenus. J{ns  yMeHBIIEHUS PAcXOAMMOCTH IIy4YKa HCIOIb3YIOT

Pa3INYHBIC OIITHYCCKUEC LICTIN.
VIHTOHCHBHOCTS | Oerextop -
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Pucynok 6 — ['eomeTpus cheMKH Ha oTpakeHue (1mo bparry-bpertano)
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Pucynok 7 — Crekrp I(A) nyua, BBIXOISIIETO U3 PEHTTEHOBCKON TPYOKH




Yamie Bcero, peHTI€HOBCKasi ChEMKa OCYILIECTBISIETCA MO T€OMETPHUH
bparra-bpentano  (pucynox  8). B 3akpemuieHHBII  JepiKaTenb
YCTaHABIIMBAETCS KIOBETA C MOPOILIKOOOPAa3HBIM JTHO0 0ObEMHBIM 00pa3LIoM.
Baxneiimum TpebGoBaHueM K oO0pasily SIBIS€TCS 00€CleYeHHe IUTOCKOTO
BEpXHEW MOBEPXHOCTH oOpasna. C MOMOIIBI0 TOHHOMETPa MPOUCXOIUT
CUHXPOHHBIM TIOBOPOT PEHTTEHOBCKOM TPYyOKM M JAETEeKTopa. Takum
o0pa3oM, MPOUCXOOUT TOCIEAOBATEIBHOE MPOXOXKIEHUE yrioM O
HEKOTOPOI'0 MPEABAPUTEIbHO 33JaHHOIO auarna3zoHa. OHako, Ha MPAKTHKE
UCIIONIB3yeTCsl He yronm O TpyOku m jmatumka, a ux cymma 260. HMrorom
PEHTTEHOBCKOM CHEMKH SIBIISIETCS MOJIYyYEHUE MaccuBa JaHHbIX 201, roe | —
3TO HWHTEHCHUBHOCTh AU(PPArupoBAHHOTO W3Iy4YeHUs (OOBIYHO €IWHHUILIBI
U3MEPEHUsS HE YKa3bIBaloT; (haKTU4eCKH, 3To C.p.S. — counts per second). Ha
pucynke 9  wm300pakeH  MpUMEp  MOIYYCHHOH  PEHTTEHOBCKOM
augpakTorpaMMbl M (OpMaT 3KCIEPUMEHTANIBHO MOJy4aeMOr0 MAacCHBa
YHCJIOBBIX JIaHHBIX.

0 0

KKOBETA

reomeTpunsa 6 — 0

Pucynok 8 — PentreHoBckas cbeMka o reometpun bparra-bpenrano

| 77(16) — Bnokror

Qaitn  Mpaexa OQopmar Bua Cn
10. 0000 68
? Right Gonlo System : Analsis & Soooler PIoZram ==l 10. 0200 64
File Edin Move Area Wew Hep 18‘8?,83 gg
e N I I = O I 3 R e e 4 A 10. 0800 76
10.1000 74
Scale Mode (¢ Auto rall Scale FL] : igiigg 9';
= Manual | 10.1600 66
- 10.1800 66
@ et 10.2000 68
= 10.2200 60
& 10.2400 60

1500 10.2600 58
10.2800 72
10. 3000 70
10. 3200 68
10.3400 74
10. 3600 60
10. 3800 58
10.4000 74
10.4200 54
10.4400 64
A =1 10.4600 78
Thetm-2Thata (deg) 10.4800 54
- b 10. 5000 58
Ftantard Semsle A Now Analyana ! 10. 5200 60

10 zo s0 40

Group name File name Cowsnent Sample Wame 10. 5400 66
10. 5600 44

10. 5800 66

10. 6000 58

10. 6200 70

10.6400 66

10. 6600 52

“After Analysis Option - 10. 6800 66
I~ step Merint Frile l T | stop I Aaa Cisar| ig ’,ggg gg

- 10.7400 62

For Help. press F1 I INUM b 10.7600 52

10.7800 58
10. 8000 56
10. 8200 54

1n oann <o

Pucynox 9 — PenTreHoBckas audpakrorpaMma 1 MaCCHB MOTyYaeMbIX YHCIOBBIX JTaHHBIX



KonkperHuble Hay4yHble M TeXHMYECKHE 3aJa4yM, peliaeMble
METOAAMM PEHTIeHOAM(PPAKIIMOHHOI0 AHAJIN3A!

* OnpeneneHue MapaMeTpoB JIEMEHTAPHON SYEUKHU, TUIA PEIICTKU U
MIPOCTPAHCTBEHHOM TPYIIIIHI (IO MOTacaHusIM peIIeKCOB);

» KauecTBEeHHBIN U KOJTUYECTBEHHBIN (PA30BBII aHAIIN3, UCCIEAOBAHHUE
(a30BBIX EPEXOJ0B U XUMHUECKUX PEAKIINIA;

 Omnpejenenre CpeHNX Pa3MepPOB KPUCTAIJIOB, 3€peH B 00pasiie uiu
pacrpeneneHue ux mo pazMepam;

* M3yueHue BHYTpEHHUX HANpPsDKEHUU (110 MPOGUITIO U CABUTY JIUHUI);

* M3yueHue TeKCTyp (Xapakrepa NpeuMylIECTBEHHON OpUEHTAIINHN);

* CTpyKTypHBIA aHanu3 (pacnpeiesieHue aroMOB B 3JIEMEHTapHOM
sUehKe).

YACTD 1. KayecTBeHHBLIH PeHTTreHO(ha30BbIM AHAJIN3 IO TOTOBBIM
TAHHBLIM PEHTIreHOBCKOW TH(MPAKTOMETPUH

OIIMCAHHUE XOJA PABOTbBI

1) N3yunTh KpaTKoe TEOPETUUECKOE BBEJICHUE.

2) M3yuuth cBeAeHUS O KPUCTAUIMUECKOM CTPYKType BeEIIecTBa
(mpe3enTanus 1 Ha MepCOHAILHOM CTpaHuIle, cTp. 73-114).

3) O3HaKOMUTBCA C OCHOBAaMH aHAJUTHYECKONM pPabOTBI ¢
PEHTI€HOBCKUMU TU(GPAKTOrPaMMaMH.

4) IlpouwsBecTu  KauyeCTBEHHBIH  pPEHTreHO(A30BBIM  aHAIU3
MIPEIJIOKEHHONW PEHTICHOBCKON NMU(PPAKTOrpaMMbl C MTOMOIIBIO MPOTPaAMMBI
Search-Match.

5) [IpencraBuTh pe3yabTaThl pabOThl B BUJIE Tabuuie 1.

Tabnuua 1 — Pe3ynpTaThl KaUeCTBEHHOTO PEHTTeHO(A30BOr0 aHAIN3a

HaumenoBanue Howmep xaprouku PDF CuHronus [MapameTtpsl IInotHOCTH
KPHUCTAJUTHYECKOH 3JIEMEHTApHOU COEIMHEHUS
¢da3, xumuueckas pemneTkn

dbopmyna

COCANHCHUA

6) Cnenatb BBIBOJIBI O (Pa30BOM COCTaBE UCCIEAyEeMOTO o0pasiia U ero
BO3MO>KHBIX CBOMCTBAX.
7) CocTaBUTH MEPBYIO YACTh OTUETA MO JJabopaTtopHoi padoTe Ne 1.




MOPSITOK MPOBEJEHUSI AHAJTUTUYECKOM PABOTBI C
PEHTTEHOBCKUMU JTUDPPAKTOI'PAMMAMM.
KAYECTBEHHBI PEHTTEHO®A3OBBII AHAJIN3

[lonq KaYecTBEeHHBIM PEHTreHO(a30BbIM AHAJIU3OM [TOHUMAETCS
UaeHTU(UKAIUS KpUCTAUTMUeCKnX (a3 B cocTaBe MPOAYKTa, HX THUIIA
pEeLIETKU 151 MIPOCTPAHCTBEHHOM TPYIIIIBL. KosnvecTBeHHBbI
peHTrenoda3oBbiii  (PeHTreHOCTPYKTYPHbI)  aHAJW3,  HaNpPOTHUB,
BKJIIOYAET 00Jiee TOUHbIE JaHHBIE O COCTABE U CTPYKTYpE MPOIYKTA!

* OmpeesieHue CoJIepKaHus KPUCTAUIMYECKUX (a3 B MPOAYKTE,
* ONpEAEJIEHUE MapaMETPOB IEMEHTAPHOUN STYEHUKH,

* OMpeJeseHrue CPEHUX Pa3MEPOB KPUCTAIIOB,

* W3Yy4YEHUE BHYTPEHHHX HaIPSKECHUN

Ha OCHOBaHUHU Ka4eCTBEHHOTO u KOJIMYECTBEHHOTO
PEHTTEHOCTPYKTYPHOTO aHaliM3a MOXHO CJeJaTh BBIBOJABI O (Pa3oBBIX
nepexo/iax U XMMHUYECKUX PEakIUsiX B XOJE Mpoliecca CHHTE3a, a TaKkKe O
BO3MOKHBIX CBOMCTBAX MaTepuasa U €ro CTpOCHUHU.

Jns uaeHTUPUKALMU KPUCTATMYECKUX (a3, MPUCYTCTBYIOIIUX B
Marepualie, HCHOJBb3YyIOT  0a3bl  JaHHBIX  JTAJOHOB,  KOTAa-JMOO
AKCIIEPUMEHTAIIBHO WJIU TEOPETUUECKHU MOTYyUYeHHBIX. OJTHON U3 KPYIHENIINX
¥ HauboJiee IIMPOKO HCHOJb3yeMbIX 0a3 HaHHBIX sBiseTcs International
Centre for Diffraction Data (ICDD). Ona npezcraBisieT co00# OaHK JaHHBIX
B ¢popmare PDF (Powder Diffraction File), pucynok 10. Mmeercs Ooinee
50000 »sKcriepuMEHTaIbHBIX MOPOIIKOBBIX nudpaktorpamm u  ~300000
pacyeTHBIX Iu(dpakTOorpaMm Mo BceM Kiaccam coeauHeHuii. Kpome Toro,
CYIIIECTBYIOT MPOTPpaMMbl MOUCKA M (ha30BOTO aHAIM3a C MCIOJIb30BAaHUEM

CAS Number: Alurninurm Oxide

Fixed Siit
Sqrt Intensity -=

Molecular Weight: 101,96 Ref: Huang, T et al., Adv. ¥-Ray Anal., 33, 235 [1990)
34758 b c 1259

Walume[CD]: 25481
o [ ‘: ‘|I 1: H||I|i||||
15 1.3

o
=]
@
=]

Dx 3.987 Cimn:
Sy Hexagonal
Lattice: Rhomb-centerad
5.G. R3c(167)
Cell Parameters:
T T
SS5/FOM: F25=358(.0028, 25) 53 an 20 d[A)
1/lcar:
Rad: Cuk.al dig) Int-f || dia) Intf h
Eambea 1.540562 4797 45 2 1m0 2
er 2.5808 100 4 |1.5110 14
d-zp: diffractometer 23794 2 0 |14045 73
B |1.3737 27
3
2
)
g

h dia) Int-f
a
1
1
Mineral Mame: 21654 2.0
1 1.3359 1
2
a
1

1.18%7
1.1600
11472
11386
1.1256
1120
1.0930

Carundurm, syn 2.0853 BB
1.2755 2

1.2331 29
1.2343 12
1 (11831 1

1.9643 1
1.7400 34
1E015 23
1.5466 1.2

Pucynok 10 — [Ipumep kaprouku daiina PDF
Kaprouku PDF 6a3pr panabix ICDD  (oOHOBisieMble 1O Mepe
npoBejieHHs 0ojiee MPEIU3HMOHHBIX ChEMOK) CoJepXKaT HH(POpMAIUI0 O
XUMHUYECKOM COCTaB€ BEIIECTBA, pa3Mepax U CHUMMETPHUM DJIEMEHTapPHOU
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AYEHKNU KPHUCTAJUIA, YCIOBHUSIX CHEMKH M TOJYyYEHHUS BEIIECTBA, HEKOTOPBIX
ero (GU3NYECKUX CBOWCTBAaX (ONTHYECKHUX, Temrmeparypax (Ha3oBbIX
MEePEX0JI0B U T.J.), CTETICHH JOCTOBEPHOCTH MaHHBIX (“*” - BBICOKas, “1” -
cpennss, “O” - Huzkasg, “C” - pacueTHble JaHHBIE) M IOJIOKEHUHU
IUQPPAKIIMOHHBIX MAKCHMYMOB B KOOPJIMHATaX MEXIUIOCKOCTHOE PACCTOSTHUE
(d) - wnaTeHcmBHOCTH (I) B TpoIeHTaX OT MAaKCHUMAalbHOM, a TaKkKe
cooTBeTcTByIOImME 3HadeHus h, k, 1. O0s3aTenbHbIMU (IPUCYTCTBYIOIIMMU
BO BCEX KapTOUKax) SIBJSIOTCS Ha3BaHWE, XMMHUYECKHH COCTaB, yKa3aTelb
JIOCTOBEPHOCTH U MOJ0KEHUS MAKCUMYMOB B KoopuHatax d — |.
KauecTBeHHBIN aHAIM3 KaK WAECHTU(MUKAIMIO KpUCTAIUIMYECKUX (a3 B
COCTaBe TMPOJYKTa, MX THUIA PEIIETKM W MPOCTPAHCTBEHHOW T'PYIIIbI
BO3MOXKHO TMpPOW3BOAWTH B mporpamme Search-Match (pucynok 11).

Pabouee okHO TIpecTaBIeHO HA pUCyHKe 12.

Copyright (C) Oxtord Cryosystems Ld 1966.2011

Pucynox 11 — IIporpamma Search-Match
Hwxe nmpuBesieHO KpaTKOE OMHUCAHMS MOPSIKa pabOThI ¢ TIPOTPaMMOA
Search-Match.

WWMPI/IC}’HOK 12 — PaGodvee OKHO MPOTpamMMBbI Search-Match
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2. 3arpy3uTh (haiisl peHTTEHOBCKON AuQpaKkTorpaMMbl B opmate .X_Yy
(pucyHok 14).

J File Edrt View Search-Match PeakList Report Settings Tol Graph Window Help

D@ &2 S(2w| o =[] k|07 | (i

& Search Match | lla, Peak List | @ Card Retrieval | B Repot | 8 &= “l“l"|"||5ﬁilﬂ
Matched Materials
Pdf No. Name Formula
Candidate Materials :ﬁ [E |I |E E] g
[ PdENo. | % | Name Fomula

Pucynoxk 13 — 3arpy3ka daiina auppakrorpammsl B iporpammy Search-Match

| HL \ ‘l H ‘
MMJ'\“ W Jw l\-wJ L.W' \J\ NJ \M,.'J"W!‘v

PcyHOK 14 Pabouee okHO HpOFpaMMBI Search I\/Iatch c 3arpy>KeHH0H
audpakTorpaMmoit

3. TlpousBecTy py4HOM MOMUCK BO3MOXKHBIX KpHUCTANTMYECKUX (a3 ¢
MOMOIIBI0 HHCTpyMeHTa Restrictions (pucyHok 15). OTkpoeTcst BUpTyaibHas
Tabnuia MeHzeneeBa ¢ BO3MOXHOCTBIO BbIOOpa KpUCTANIMYECKHX (a3 ¢
00s3aTeIbHBIM BKJIIOYEHUEM TEX WM MHBIX XHMHYECKHUX 3JIEMEHTOB
(pucynox 16). MOXHO BKJIIOYHTH OTPAHUYCHHE TOJIBKO BHIOPAHHBIMU
anementamu  (Only selected elements), a Takke ecThb BO3MOXKHOCTD
BKJIFOUCHHSI B MMOKMCK COCJMHEHMI BceX ykasanHbIx 3nemenToB (All selected
elements). B utore, nosny4aercs kapTuHa, IpUBEJACHHAS Ha PUCYHKE 17.

11



ﬁnflle Edit Yew rch Match Peak List Beport Settings \_\/(s Graph Window Help
MHm*MﬂQWWLJMME&MQ!WH@kJ

89 Seuch ot | L. posk | @ Cart ot | B repet| | ] a0l TELE ¥
Matched Materials

Pdf No. | Name |_Formula

Canddate et o oo o 1 Q)

PdfNo. | % | Name | Formula

Pucynok 15 — Mcnionb3oBanune VHCTPYMEHTA Restrictions

-
Restrictions I -2

Materals | Sub-Fies | Lattice | Space Group | Colour Must Include | Must not include |

EJ [~ Only selected slements i]_CJiJﬂL]EJ
LN 8 | Y I P Y T

=

Jﬁlﬁlﬂﬂﬂﬂﬂﬂﬂﬂ_'lealﬁl“lkl5’1"‘[
5 2 e ] o { Resticions
G| 8] o | o W] ] o] | | Mo gy | st
e I ECETR | (I e -

om | alnlslninimlolal] NP Etiees |
GearAl | 0K | Omeng NalMgl | _][_ Islcﬂ_]

K] cal so| m| v| | mn| Fe| cof 4 cul zn] Go| o] N
JﬂﬂJJJﬂJJﬂJJJJJEj‘
G| e ta] #| 7| W] Re| 0s| ¥ | 7| Au[bo| n|ro| B]rof A|m|
el el 2] o] pe | o] o s Eu] d| o] o] o] & [Tm| o[

Cear | Th|Pa| u|ne| Pulam| om|ex| o | Es| Fm| Ma] No| e

&

Cearil [[ 0K | Omene | Nomserwms | Copesca |

Pucynok 16 — Mcnonbs3zoBanue uHcTpyMeHTa Restrictions

gaz_m_.-n.ww-w
B fdt Yow juwhach Pukine fapen Seipg looh fewph fedow by

DiH@| s[nie] siviv] o sis] Sikiuoin ol il )

T — e i

[P  p—T S | IS R
O T BT Lt
Fav T =

: (]

Wﬂy@ﬂ L\uL ‘ kULMuLM%F

e Hel, s the ol mams = S s RGPS

Pucynoxk 17 — Ucxonnas nudpakrorpamma ¢ 3arpyKE€HHBIMHU 3TATOHHBIMU
nudpakTorpaMMaMu
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4, Tlpm  BO3HUKHOBEHHUH TPOOJEM C  PYYHBIM  ITOMCKOM
BOCIIOJIb30BaThCS aBTOMATHYECKMM IIOMCKOM — pexuM  Search-Match
(pucynku 18-19).

ﬂ File Edit View Search-Match Peaklist Report Settings Tools Graph Window \_g.rﬁ
D|@| L[nle| sl o &l k| on w| (i 3|
M Search Match | L. Pesk Lit | @ Cord Retveval | B Repoa| | 2] 68]e[ ] 90| @] <[ = [ L il =]

Matched Matenals

Pdf No. | Name |_Formula

Conite o o i )
Pdf No. % | Name | Formula ]

Pucynoxk 17 — Pexxum Search-Match

£ Crystabopraphica Seasch-Maich - [searchMatcsl) o ——— o 53
S Be [t tew Somchbich Prakis fepon Setng loch Guph o Hes —==
a1 =] = S| & ole] okl | mrl mids] M| -
9 o Mt | . P | @ ot e | T o] | 25 5[] ] m] o] (L ]
[Ir—
CrmeT— —

[———1sm00eL o smta- Eogrrent
| nteies pasn

Ll A j‘k Jlu._ “JJ%& e .

Search-Manch /530 Peaks 09081 (T LEL
Team (D M5 100 Licmers REGETERD

Pucynok 18 — Pexxum Search-Match

5. C xapakTepucTUKaMy KOHKPETHOW BXOJSIIEH B COCTAaB Marepuasa

KPUCTAJUTMYECKOU (Da3bl MOXKHO O3HAKOMHTHCS, OTKPBIB KAPTOUKY (PUCYHKHU
19 u 20).
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Fle fdt View Seachiatch Pesklit Repon Settngs Tooks Guagh Window Help —
ol el sjeie o ols] wixixon w w3
35 e | M Pt @ ot | B || 0 3] 1] o9}l E R
[ e - | 0 ) 0 ]
Pate | e Fomia z oLy
1IN Shoon Cotsde < 1 A
L1118 betaMomarte3 Coam SC
20042 soha Shoon Catede sc
2948 whabnCabde ST
29080 beta Shcon Catade sc
23462 sipha-Shcon Catede sc
2UE) wnaSkonCotde  SC g
29464 sipha Mossante, myn sc
T Shoon Catete sc
340 ShconCatute sc
31045 Shoon Cutede SC
ET5T wohe Shoon Catde Show Card
it | et
2431 Mowsaree 15 R o0 Anahyze Match —
1% Mowsarte 33 R o Match Marenal
017 Vomrted H an
21015 Shoon Catede De-safect
21X Vomta2 H an e—
21127 Womared Ko
251128 Momarted N o Pret
51125 Vowsareed Com st eae
21N Vomarte2 H an sc
DI Momeraa§ Ko SC
311231 Shcon Catade sc
122 Shoon Catude SC
P11 Momsarte 15 R an sc
21001 Shoon Catde cs
P —— sc
D78 Vomwad Mo SC )
431428 Sheon Cabude sc
©12 whaShomCovse  SC
431430 Shcon Catade sc
51401 Shoon Catude sc
3623 StconCatatn sc
501345 garwna Shoon Catede: o
7218 Shcon Catade sc
T2IE2S Shoon Catete sc P
TH4T Shoon Cartade: sc
THIET Shoon Catede sc
THIEY Shcon Catude sc
TR Shoon Catude sc
T3S Shcon Cade sc
THITA Mowsare 3 C_om sc
731768 Sheon Catade sc J
TIINT Shoon Catude sC
sc¢ - B ue PR S a P 7 =R & P 3
Ot Ho Dot Lowded Sewrch Mh 0D PesksdD Cort 2578
For e the. meny Tearn LD 1S 300 Licences REGETERID

p il
53 e Ede Pesks Format Window Help

Disla) 1|vie) sie|w of 8|

Ltk

5 File Ede (Peats)

alac|oln] w) wlis] 2| Djwl@] | v Pkt
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|Caud Information

Nomes: Sicon Catde

MomzanteS1 B oyn

Formula: SiC

POF Number: &7

Qualty: urknown

Subfiles: naeganic minecsl sloy FOR

System: thombobedsl Space Group:  R3n oo 160)

a 3073 o 2817

Density (Dm): azs Density (Dx): 3217 z
|nstrumend Information

Raduation: Cutat Wavelength: 154050

Instrument(d): urknown

Insteument(l ) urknown | type: unknown

Analysis:
Stiucture:

Yooy
% compoutice: $i 6364, € 2391, A10.05, Fe 0.20, Ca 0116, Mg <001
Poltype S1R, fomery type V.

!n-ud: Thbaut e A’ 33 588(1948)

Poak Data
Intensty 4-756 (Slikon Carbide)
| Silicen Cortide
20
00
e
20
o
2 ©
MNote : Winstvaathof | SO F uned
PeakList
b x 1 d 1
i 0 7 2.6300 $0
° 1 1 2.6000 2
1 0 13 2.8700 20
: 0 1€ 2.5300 30

Caud Informatio v Show Graph
Namos:

| lk|x|oln] w] i 3

Peak Data
Intensity

v lvid
Fosmula:
POF Numbes | V32Thets
Quality:
Subliles: Change Wavelength...
System: thombohedrd  Space Group: R3m [0 160)
a (3 12817
Density (Dm}: 38 Density (Dx): 3217 z 51
aduation: Cukal Wavelength: 154050
Instrument(d): unknown
Instrument(1): unknown I type: urknown
d s -” Soha radation and G
Analysis % composdion S16964, C 2991 Al 005, Fe 0.20. Ca 0116, Mg <0.01
Structure: Polytype S1R, formedy type V.

WMYMMMWJ 33 56801948)

4-756 (Silicon Carbide)

| Siticon Cartize

Pucynok 20 — ITpumep kaprouku PDF B Search-Match
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6. Coxpanuth otueTr 0 padore B Search-Match B ¢opmare Word
(pucynoxk 21).

PO e S —

:J File Edit View Search-Match Peak ist Report Settings Tools g.r Window Help
Di(@| «[n[n] 82| o (| oo/ w] i &
&) Search Match | |Lu, Peak List | @ Card Retrieval | T Repot | 8| Gl |] ¢ | || [ [T x|

Matched Matenals

Pdf No. Name Formula
Candidate Materials :E [E- [I I_ll: E} 9]
Pdf No. % | Name Formula

Pucynok 21 — Coxpanenue otueta o padbote B Search-Match

YACTD 2. IIpoBenenue peHTreHOBCKOM T paKkTOMeTpuu
MOPONIKO00OPA3ZHOr0 00pa3a M KOJUYECTBEHHBIN
PEHTIeHOCTPYVKTYPHLINA AHAJIN3

OIIMCAHHME XOJA PABOTBI

1) U3yunth KpaTKOe TEOPETUUECKOE BBE/ICHUE.

2) V3yunTh CBEeICHUSI O PEHTTEHOBCKOM T (PpakToMeTpe U TpyOKe.

3) O3HaKOMHUTBCS C OCHOBaMH MPOOOMOATOTOBKM MOPOIIKOOOPA3ZHBIX
00pa3LoB sl CbeMKH Ha PEHTT€HOBCKOM JU(PAKTOMETPE.

4)  IlpousBecTH  PEHTICHOBCKYI0  CBEMKY  IMOATOTOBJIEHHOIO
MOpOUIKO0Opa3HOro 00pasiia Npy 3aJJaHHbIX MPENnoaBaTeIeM napaMeTpax.

5) IlpousBectu 00pabOTKy MOJYYEHHOH B XOJAE€ PEHTTCHOBCKOMU
cbeMku audpakTorpammel (monydenue X_Y aiima, Basic Process,
Crystallinity).

6) Mcnosb30BaTh mosydeHHbIe Gailyibl Ui MPOBEACHUS CIICAYIOIINX
AHAJIU30B U PaCYETOB:

a)  KAueCTBEHHBIH  pEHTreHo(a3oBbII  aHaNU3  TOJYYCHHOU
PEHTTEHOBCKOM Tu()paKTOrpaMMEBI ¢ IIOMOIIBLIO ITporpaMMbl Search-Match;

0) KOJIMYECTBEHHBIM PEHTTCHOCTPYKTYPHBIM aHaIu3 MPEIIOKCHHON
PEHTICHOBCKOM TudpakTorpaMMmbl ¢ momoiipio mporpammer  PowderCell;
OLICHUTH PE3yJIbTAaThl KOJIMUYECTBEHHOTO aHanu3a no (GakTopy J00pOTHOCTH U
3HAQYEHUAM HEBA30OK Ryp M Reyp, Kpome TOro, HeoOXOIUMMO BBIIEIHTH
3Hadenus pacyetHbix OKP (d, HM) 1 Mukponanpspxennii (Ad/d);

B) pacueT pa3mepa 3epHa (OKP) no popmyie Jlebas-Illepepa.

15



7) TlocTpouth peHTreHOBCKYIO AudpakTorpamMmmy B mporpamme Excell
U B MpOrpaMMe pEIaKTUPOBaHMs BEKTOpHOW Tpaduku (Hampumep, Visio)
o0paboTaTh MoTy4YeHHBIN Tpaduk, 0003HaYMB HA TU(PpaKTOrpaMMe Ha3BaHUS
ocell W BCE MAKCUMYMbl MHTEHCHUBHOCTH C (ha30BOIl MPUHAMIICKHOCTHIO
(bopmyna coenuHeHus, OykBa CHHTOHHUN) U WHAEKcaMu Muiepa.

8) [IpencraBuTh pe3yabTaThl pabOTHI B BHIC TAOIHIIE 4.

Tabnuia 2 — Pe3ynbTaThl KA4eCTBEHHOTO PEHTICHO()a30BOT0 aHAIIM3a

HanmenoBanue Howmep CHHTOHHUS Conepxanue, | OKP, um Ad/d, | OKP, um
KpHcTaJulnueckoi | kaprouku PDF % o 107 o

¢a3, xumuueckas | (Search- PowderCell dopmyie
bopmyna Match) JeGas-
COCTMHCHUS Llepepa

9) Cnenarb BBIBOABI O (pa30BOM COCTaBE UCCIIEAYEMOTO 00paslia U ero
BO3MOXHBIX (B TOM YHCIIC, JICKTPUICCKHUX) CBOMCTBAX.
10) CoctaBuTh BTOPYIO YacTh OTUYETA MO JabopaTopHOil padoTe No 1.

IIpoGomoaroroBka oOpasuma JJsi CbeMKHM B PEHTT€HOBCKOM
audpaKToMeTpe OCylIeCTBIsIETCS CAeAYINM 00pa3oM:

1) Hcnonw3yeTrcss MIIOCKWI mpenapaT: NOPOIIOK, HAHECEHHbIH Ha
MOBEPXHOCTh CIELHATIBHOM KIOBETHI, JMOO Cpe3 MAacCHUBHOIO arperara.
TounuHa npenapara (=KIOBEThI) ONPEIENICTCS CBETOCUIION mpubdopa.

2) HeoOxoaummo pou3BECTH BBIpABHUBAHUE MOBEPXHOCTH oOpasia
(HapyllleHWs TPUBOIAT K PACHIMPEHUI0O W CMEIICHUIO PEHTIC€HOBCKHUX
MaKCUMYMOB, UCKaK€HHIO UHTEHCUBHOCTEN U UX MOCJIEA0BATEIBHOCTH).

3) KroBeTa BcTaBisieTcs B IPUCTABKY (JI€pHKATEND).

4) 3apmaeTcsi peXUM CbEMKH B CIEHHAIBHOM mporpaMMe Ha
KOMITBIOTEPE.

BbIXO/IHBIE TAHHBIE 110 YACTH 2

1) ®otorpaduu audpakroMerpa, €ro COCTABISAIOIIMX M Ipolecca
poOOIOATOTOBKH.

2) 3anucaHHBIi X0 pabOThI ¢ YCTAHOBKOMW M IMTPOOOTOITOTOBKH.

3) ®aitnel popmara .tXt (TecToBBIA (aiii ¢ mapaMeTpaMu ChEMKH),
X_Y (maccuB qudpakrorpammsr) u .Xps (Basic Process u Crystallinity)
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HOPAJOK HNPOBEJEHUSA KOJINYECTBEHHOI'O
PEHTTEHOCTPYKTYPHOI'O AHAJIM3A

KosuecTBEHHBIN PEHTIEHOCTPYKTYPHBIM aHAJIN3 OCHOBAH HA aHAJIU3E
TaKUX  XapaKTepUCTHK  Tu(paKkTOorpaMM, Kak  IIOJIOKEHUE  JTUHHM
(MaKkcMMyMOB ~HMHTEHCHBHOCTH) Ha ocu 20 (rpan/pam), BemuyuHa
MHTEHCUBHOCTH (0.€. WiIK C.p.S., 0OBIYHO YUHUTHIBAETCS OTHOCHUTEIBHOE, a HE
abCo0THOE 3HAYCHHUE, MIOATOMY JOMYyCKaeTcs 0e3pa3zMepHoe
UCIIOJIb30BAaHUE), MIUPHUHA MPOPUICH/IUHUIM PEHTT€HOBCKUX MAaKCUMYMOB
(pan).

ITonoxkeHue TUHUN ONpeneseTcs:

- IapaMeTpaMu 3JIEMEHTAPHOM SIYEHKH,
- CHMMETpHUEH PEIIETKH,
- IOJI0’KEHUEM 00pa3iia OTHOCUTENBHO MIIOCKOCTH JIEPKATEIIS.

NHTEHCUBHOCTH JIMHUN ONPEIEIISIETCS
- MOJIO)KEHUEM M TUIIOM aTOMOB B 3JIEMEHTAPHOU STYEHKE,

- cogeprkaHueM (pas3pl B MPOAYKTE,

- MHIMBHUAYaJIbHBIM XapaKTEPOM B3aUMOJICUCTBHS KOHKPETHOro olpasla c

PEHTI€HOBCKUM U3ITy4eHHEM (KO3(DPUIMEHTOM MOTIONIEHUS JJIIEMEHTOB).
[[upuHa TUHUN:

- pa3MepaMu 3€peH,

- 1€(EKTHOCTHIO CTPYKTYPBHI.

CymectByer HECKOJIBKO METOJI0B KOJIMYECTBEHHOTO
PEHTTeHOCTPYKTYpHOro aHanu3a. OaHuM u3 HauOosiee YHUBEpPCAJIbHBIX U
IIMPOKO HCIIOJIb3YEMBIX CETOAHS METOAOB SBIIIETCS MeTox PuTBenpaa
(Rietveld refinement), paspaborannbii B 1967 r. OH OCYIICCTBISCT
MOJIHONMPO(PWIbHBIA  aHANM3, BKIIOYAOIMIMA B ce0s ONTHUMHU3ALUIO 110
HECKOJIBKMM JIeCSITKaM MapamMeTpoB (PYHKIUH, 3aJaHHON HECKOJIbKUMU
ThICSTYaMH TOo4eK. Meron PutBenbaa OCHOBaH HAa yTOYHEHUH NapaMeTpOB
AJIEMEHTapHON SYEHKH U MPOM3BOJUTCS METOJAOM HAaWMEHbBIIHUX KBaJApaTOB
MoCJIe MHAMLIMPOBAHUSA BCEX JIMHUA Ha AWQpPaKTOrpamMMme, OTHOCSIIMXCA K
paccmMaTpuBaeMoil  (¢aze, T.e. T1OCIE TPOBEICHUS  KAYECTBEHHOIO
peHTreHoda3zoBoro aHanauza. VM3HayanbHO B CHIIy KOMIUIEKCHOCTH pacuera
MOT OBITh peajn30BaH TOJBKO Ha OoibiuXx DBM, 4TO pe3ko orpaHMYMBaIIO
MIPUMEHUMOCTh JTaHHOTO METO0J1a, OJIHAKO C IMPOTrPECCOM BBIYUCIUTEIBHON
TEXHUKH ceiuac Jake OTHOCHUTEIbHO CJla0bleé MAalIMHbl BBITOJHSIOT
HEOOXOUMbIE BBIUMCIICHHUS 3a BIIOJIHE MpUeMJeMoe BpeMs (HECKOJIbKO
MUHYT U MEHEE).

OcHoBHas 3azaya OpH peanu3alud Meroja PuTBenpaa cOCTOMT B
MUHMMU3AIUU octatoyHor (yukiuu WSS, dakTtuuecku paBHOU KBa)_IpaT?f
Pa3sHOCTUM HMHTEHCUBHOCTEH okcnepuMeHTanmbHOU 1%° m pacuermoit 1%°
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audpakrorpaMMm ¢ KO3(Q(OUIMEHTOM MPHBEICHHUS Wi, C HCIIOJb30BaHHEM
aITOPUTMa HEIMHCHHBIX HAMMEHBIIMX KBAJpaTOB H, TaKUM 00pa3oM,
YTOYHEHUH KPHUCTAIIMYECKOW CTPYKTYPBI COSIUHECHUsS (TTapaMeTphl SUYCHKH,
MOJIO’KEHUST aTOMOB M K03 dunments J{ebas-Bamiepa - Debye-Waller):
2 1
WSS — Z\Ni(lieXp _ IicaIC) ,\Ni —
i

exp "
Ii

Meton PutBenbia mpennosiaraer He TOJIBKO pacdeT COAepKaHusd U
napamMeTpoB CTPYKTYP PA3IUYHBIX KPUCTALIUYECKUX (a3, HO U OILICHKY
KOPPEKTHOCTH M JOCTOBEPHOCTH TMPOBEACHHOTO pacyeta. s 3TOro
uCnoNb3yIoT R-(akTops! (hakTopbl CXOAMMOCTH, HEBsI3kH). Ob1mas hopmya
s pacueta R-daxTtopoB BeIMISAUT cheayronuM obpasom (F — 3HadeHus
AKCIIEPUMEHTAJIbHON U BBIYMCICHHOW (PYHKIIUI COOTBETCTBEHHO).

) (ER)
)3 .
Takum oOpa3om, R-(akTop mNmoka3bpIBaeT, Kak yTOUHseMas MOJEIb

CTPYKTYpBI KpUCTaJJIa COTJIACYEeTCA C MAacCHBOM NU(DPAKIMOHHBIX JaHHBIX.
Cy1iecTByIOT HEKOTOPBIE OLICHOYHBIE BEJIMYUHBI R-daxTopos,
MOKA3bIBAIOIINE, YTO KOJMYECTBEHHBIA aHaIM3 MPOBEIEH KOppeKTHo: R <
0,10 — pacuer mpoBenen koppektHo, R < 0,05 — cTpykTyphl cuuTaroTCs
Ha/Ie’)KHO YCTAHOBJICHHBIMHU.

Bcero cymectByer 4 R-daktopa: R — R-structure factor, Rg — R-
Bragg-factor, R, — R-pattern factor, R, — R-weighted pattern factor. Kpome
TOTO, CYLIECTBYeT OXHIaemoe 3HadeHHe R-¢axTtopoB: Rep — R-expected
factor. OTHOCHTENBbHBIC BETMYUHBI OJTHOTO U3 TMEPBBIX YeThipex R-hakTopoB
U 0XXHIAEMOro 3HAa4eHUs Rex, MO3BOJIET NPOU3BECTH UTOIOBYIO OLIEHKY
AHANM3a C TOMOINBI0 3HAYCHHS MOOPOTHOCTH pacdera y° (XH-KBajpar).

OOBIYHO HCTONB3YETCS cieayromas popmyna:
2

R

Cuuraercsi, 4TO 3Haue€HUE JOOPOTHOCTHU JIOHKHO OBITH OJM3KUM K 1, OJTHAaKO
IPH ITOM COBEPIICHHO HE JOIYCKACTCS pacder, TIe ¥’ MMeeT 3HAuCHIE,
MeHbIiee 1.

Jlnst  ocymIecTBICHUS  KOJMYECTBEHHOTO  PEHTTEHOCTPYKTYPHOTO
aHajM3a 1Mo MEeToy PUTBeNba UCTIONB3YETCS PSJl MPOTPAMMHBIX TUIATHBIX U
oecrutatueix mpoaykroB: GSAS, FullProf, BGMN u ap. B nHacrosmeit
pabote pacuer Oyner MIPOU3BOAUTHCS B OecruiaTHOM
noaymnpodeccronansHoi mporpamme PowderCell for Windows (PCW 2.4). B
paMKax J1abopaTOpHOM pabOThI CTY/IGHTaM MPEIBAPUTEIHHO BBIIACTCS MAMKa
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C COJEPKHUMBIM MPOrpaMMHOTO TaKeTa, a TakkKe ¢ HaDOpOM 3TATOHHBIX
IU(PPAKTOrPaMM.
[TocnenoBarenpHOCTH KOMuecTBEHHOTO pacuera B PCW cnemyromas:
1. OtkpeiTh niporpammy PCW w3 manku (paciivpeHue MPUITOKCHHS).
OTtkpoeTcst pabodee OKHO, N300paKEHHOE Ha pUCYHKE 22.

-
= PowderCell 24 (===
Eile Structure  Select Qptions Diffraction  Fefinement  Windows  Spegial  Help

el@el ol &Ll ua | slRm | oo n e ek

S Pr;yHOK@'—ﬁIaEGE oxHo nporpammbl PowderCell

2. 3arpy3uTh (ais dKCIEPUMEHTAIBHO MOJYYEHHOW PEHTTEHOBCKOM
audpakTorpaMMel (pacmapenue (X_Y): Bkiaaaka Diffraction -> Load powder
pattern (pucynok 23). JKenmatenpbHO TpeABAPUTEIBLHO 3arpy3uTh (haiii
mudppakrorpaMmmbl B manky X_Y g ynoOcTBa JanbHEHIien palOoThl.

3arpy>keHHas nudpakrorpamma oToopasuTcs B pabodeit obiactu
£ PowderCell 24
Structure Select Options Refinement Windows Special Help

o8l 5| ] e DICRELEE

Phase options
HKL - List

Size and strain

Export
Print
Copy to clipboard

Load powder pattern

Remove powder pattern

Save imported patterr

Diffraction OFF

Pucynok 23 — 3arpy3ka mudpakTorpaMMel
3. Tlocne 3arpy3ku audpakTorpaMMbl HEOOXOIUMO TTOMEHSTH
MaTepuas aHo/a M, €CJIM He0OXOIMMO, OCTaIbHBIC TTapaMeTpPhl CheMKH. [

19



3TOro HeoOXoauMO HakaTh KHONKY Experimental parameter ma manenu
uHCTpyMeHTOB (pucyHok 24). [locne atoro BeiOpats CU (Menp) B 06macTu
Radiation (pucynox 25). Kpome Toro, 3mech yka3aHa BEJIIMYWHA JIJIHHBI
BOJIHBI PEHTTEHOBCKOTO H3IIy4eHHUS C HCIOJIb30BAHHEM KOHKPETHOTO
Marepuasiia aHoaa (i meaum A = 1,54 A = 1,54-10'10 M). B mpouecce
U3MEHCHHS TAapaMEeTPOB M 3arpy3Kd OJTaJOHHBIX KPUCTAJUIMYECKHX (a3
BO3MOKHO BO3HMKHOBEHHE OITMOOK OTOOpaKEHHsI, TOITOMY PEKOMEHIYETCs
NIEPUOMUYECKH 3arpyXaTh Ty ke audparorpammy (mo 1. 2).

&5 powderi_ell £.8 - |powder pattern]

B File Structure Select Options  Diffraction  Refinement Windows Special Help

EENIOEEEEERE JJJ @] 3/ 18| 2
s FP000 Rep-000  Rew-000 experimental parameter

-BE[16).%_y

Pucynok 24 — VI3meHeHne SKCIepuMEHTABHBIX TApaMeTPOB

powder diffraction @
expeniment l phaze options] HEL - Iist]

radiation 2-theta range

source X-ray - 201 |1|],|]|]|] Elcl] |89,98l]

d1 [s.838 dz2 [1.090

Ko, [1.540598 Y - A20 |0,0300000

Ko, [1.544426 ¥ K-alpha 2
H width of calc. profile [n*FwHM]
e 0.497 [~ anom. disp.
7

geomekry background

| Bragg-Brent. + monochr. j 0,000

d-monochr. |3,3430

[~ wvariable slit

? ﬂelp| x LCancel | \/ oK |

Pucynok 25 — 3MeHeHHe SKCIepUMEHTaIbHBIX TapaMeTPOB

4. HeoOxoauMoO 3arpy3uTh ATaJOHHbBIE IU(PAKTOrpaMMbl (MOJEIH)
KpUCTAUIMUECKUX (Pa3, BXOASIIUX B COCTaB MCCIEIYEMOro Marepuana. ITu
KpucTajutnueckue (a3bl ObUTM HaWIeHbl Ha TMPEANISCTBYIONIEM JTare B
nporecce KadyeCTBEHHOro peHTreHodaszoBoro awammsza. Jlns 3arpys3ku
MoJIeliel HeoOX0IMMO OTKpPBITh BKIaaKy File -> Load (pucyHok 26) u HaiiTn
nanky Cell (pucynok 27). B paHHOW mamke cieayeT HalTH (aiibl 10
HAaMMCHOBAHUIO COCIAMHEHUHN KpucTajuimdeckux ¢as3. Cremyer oOpaTUTh
BHUMAaHUE Ha TO, YTO HAUMCHOBAHUS KPHCTAIUIMYCCKUX (a3, HalJICHHBIX B
0a3e maHHbIX mporpammbl Search-Match, u npuBenennsix B mamke Cell
nporpammbl PowderCell MoxeT oTaHYaThCsI, MOATOMY MPH 3arpy3Ke KaKaon
kpuctauinyeckoir ¢aser B PowderCell meo6xomanMo KoOHTpoIupoBaTh €€
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COOTBETCTBUE MM OMU30CTh K cTpykrypam Search-Match. Takum oGpasom,
3arpy’KarloTcsi BCe HEOOXOAMMBIC I pacdera (aitiel ¢ pacmmpenuem .cel
KpUcTauIndeckue  (a3pl, TOKPHIBAIONIME BCE WJIA  OOJBIIUHCTBO
PCHTTCHOBCKUX MAaKCUMYMOB Ha OJKCICPUMEHTAIBHON IU(paKkTorpaMme
(pucynok 28).

E PowderCell 24 - [powder pattern]
E Structure  Select  Options  Diffraction  Refinement  Windows Special  Help

ERE A EEE ®| ¢ @] 2 1

R Fiexp= 0,00

4330

Mew
Close

Exait Strg+X ‘

Pucynok 26 — 3arpy3ka Mozienel KpucTaInueckux a3z

Bl load structure data @
Manka: | . Cell j = I‘j‘ '
Wwan Jata nsmenenmna Tun Pazmep it
LT 27.02.2017 13:15 Manka c ainamn
|| (AL203)5(H20)TOHDITEL86. cel 05.03.2006 12:25 @raiin "CEL" 1KB
| (FE,C).cel 04.03.2006 18:52 Mraiin "CEL" 1KB
|| +C60+C70+Chl.cel 01.01.2001 0:30 @aiin "CEL" 1KB
|| AG 194 HEXA.cel 24.01.2006 20:23 @raiin "CEL" 1KB
|| AG_225.cel 24.01.2006 20:22 Mraiin "CEL" 1KB
| |AG20_164_TRIGOMAL.cel 26.01.2006 9:49 @aiin "CEL" 1KB
|| AG20_201_CUBIC.cel 26.01.2006 10:01 @raiin "CEL" 1KB
| | AG20_224 CUBIC.cel 26.01.2006 9:58 Mraiin "CEL" 1KB
|| AG203_224 CUBIC.cel 26.01.2006 9:49 @aiin "CEL" 1KB
|| AG25103_19_ORHTORHOMBIC cel 26.01.2006 10:35 @raiin "CEL" 1KB
|| AG3PO4CUBIC218.cel 26.02.2006 16:59 Mraiin "CEL" 1KB
Tun caiinos: |PowderCe\I ("cel) ﬂ Omeria

Pucynok 27 — ITanka a5 BeIOOpa Mojiesiel KpucTaJuIMueckux ¢as

E PowderCell 24 - [powder -6k
= Fie Stucture Selec’ 5 Ditfraction Befinement Vfindows Spegial Help & x
BEED EECEIECEINEEEEE
o e T T [~
SHBIC, P2 Al v
e B
]
Z[u|
]
I~
I
[race =]
ag | l
I \\
bL«'JI ‘I HL.....J\{\ \IH
o . < — T — i B— T
15 E) F3 ) E3 a0 &5 50 3 &0 [3 ) 7S 80 £

———m

Pucynok 28 — Coctosinue pabouero okHa J10 Hayaja pacuera

T

21



5. Ilpu HeoOXOAMMOCTH, OMIIMOHAIBLHO, BO3MOXKHO HW3MEHUTH
HEKOTOpbIE TapaMeTpbl MaTeMaTUYECKOTO OMNHCAHUA PEHTTEHOBCKUX
MaKCUMYMOB B TIporiecce pacuera. J{ist 3Toro HakaTh KHOTIKY Phase options
Ha MaHEJIH MHCTPYMEHTOB (pUCYHOK 29). BO3MOXHO M3MEHHUTH MapaMeTpbl
MareMarnyeckoro onucanusa mapamerpa FWHM — nonHoit mupuHbl Ha
ypoBHe mojoBuHHON amrumutyael (anri. full width at half maximum). s
aToro 6epyrcs 6osee Tounsie mapametpsl U = 0,025, V = 0,035, W = -0,005
(pucynok 30). [anee naxxats Apply to all (mpumenuth k0 BceM (daszam) u
OK. ITocie 3Toro monokeHus AUPPakTOrpaMMbl HECKOJIBKO H3MEHHUTCS.

attern]
Options  Diffraction  Refinement Windows Special Help

@ 2 594 | & ORI R

1238  Rexp= 2450
T T

2 theta =19.79
phase uptlonsl T T T T T T

Pucynok 29 — Mucrpyment Phase options

powder diffraction @I
experiment  phase options | HKL - fist |

‘D:\b3-248-l]G\D\XRD\PCW\Ce!I\C[GHAFIT] L]

lines colors and styles

normalization [r=17vm =l current phase

line maximum l'l 00,000

scaling factor  [1.000 3333 md Bonee TouHble 3HavyeHna FWHM

ek — BEECE3 5 |
function [ Pseudo-Voigt2 j

"~ measurement

e -

RELD FWHH - FUVW) difference
[ ufozs  vooss wlooes | | s (e~
preferred orientation
model [ ISEESSNNSSEEN-| | background
.
q
set as standard } apply to all | 2 Eelp| X Cancel | v OK l |'|

\ NpumeHuTb KO Bcem dpazam!!!

Pucynox 30 — M3meHenue nmapameTpoB onucanus napamerpa FWHM

6. [Tocne 3arpy3Ku 3KCIIEPUMEHTAIBHON PEHTT€HOBCKOU
Tu(paKTOrpaMMbl, STAJTOHHBIX KPUCTAUIMYECKUX (a3 U M3MEHEHUS OIIIUMA
pacueTra HEOOXOJIMMO 3amyCTUTh IIpollecc pacdera. Jjis 3TOoro HaxaTh
kHonky Start refinement Ha maHeam UWHCTpyMEHTOB (pucyHOK 31).
[Iporpamma mpoBeAeT NEPBYIO HTEpaAlMIO pacdyeTa. 3aTeM HEOoOXOAUMO
MOBTOPUTH pacdeT emie pas. JJisi BU3YyaJbHOTO CpaBHEHHUS pPacyeTHOU Hu
SKCIIEPUMEHTAIBHON AU(PPAKTOrpaMM HY)KHO HaXkaTh KHOMKY ShOW SUM Ha
npaBoii manenu (pucyHok 31). IlosBUTCS cepas KpuBas C TOYKAaMHU,
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MpeACTaBIIsIoNIas coboi pacueTHyto nudpakrorpammy (pucyHok 32). Kpome
TOTO, BO3MOXKHO OIICHUTHh BHU3YAJIbHYIO pa3HUIy MEXKAYy pacueTHOW H
IKCIEPUMEHTATBHON MU(paKTOrpaMMaMH, JIJIsl Yero HaXaTh KHOMKY Show
difference na mnpaBoit manemm (pucyHok 31). Ilog OCHOBHBIM psiIOM
audpakTorpaMM H Mojened (a3 TOSBUTCS 3eJeHas KpUBas pa3HOCTU
(pucynok 32). B nenom, pacueTHas ¥ SKCIIEpUMEHTaIbHAsI TU(QPAKTOTpaMMBbl
JOJDKHBI OBITH ONM3KK APYT K APYry, a KpuBas pasHuibsl omuska k 0. Ilo
KpaiiHel Mepe, pacueTHas KpuBas JOJDKHA ONKMCHIBATH BCE PEHTTCHOBCKHUE
MaKCHUMYMbI SKCIIEPUMEHTATILHON TU(PAKTOrpaMMBI.

= FowderCell 2.4 - [powder pattem] [E=E ]
= Fle Structure Select Options Diffraction Refinement Windows Spegisl Help - - o x
|ﬂ@ﬂ_ ol @A | simml | ol Nm = ’ : . :

1836

CICUBIC) 33,
-SHCUBIC) 33.3%
RAFIT

iy

918

|EIB N

15 n -] ] £ &£ 45 L) 55 &0 &5 70 5 &0 85

Pucynok 31 — IIpoBenenue pacuera

&
t]
=
=
H
v
L2
E
LB
Fa
]
B
H
E
|

Pucynok 32 — Pacuernas nudpakrorpaMmma u KpuBasi pa3HOCTH
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7. IlpoBeCTM KOJMMYECTBEHHYIO OILICHKY KOPPEKTHOCTH pacyera
(pucynox 33). Jlns storo HaWth 3HaueHus R-daxtopoB cieBa (B %).
[TpuemiieMbIME B HACTOSIIIIEM Y4YeOHOM pacdere cuuTaTh R-(akTopsl co
3HaYeHUsIMU MeHbIne 25 % u dakTopoM H0OPOTHOCTH OOJNbIIE WM PAaBHOM
1. Hike pacrosiosKeHbl CONEpKaHMs KPUCTALTMYECKUX (a3 B MPOICHTAX.
Heo6xoanMo coxpaHuTh pabodre OKHA MPOrpaMMbl 0€3 KPUBOU pa3HUIIBI U C
KPUBOM pa3HUIIBI ¢ TTOMOIIbI0 KHOMKE Copy current window to clipboard na
naHeNd MHCTPYMEHTOB. Pe3ynbTaThl pacuyeTa 4acTUYHO MOYKHO COXPAaHHThH B
TekcToBOM Buze. Jlims aroro oTKpeITh BKianky Refinement -> Results ->
Results (pucynok 34). B mosydeHHOM OKHE BBIICIUTH TEKCT U CKOITUPOBATH
ero B Oydep oOMeHa, a 3aTeM COXpPaHUTh B JIIOOOM TEKCTOBOM PEIAKTOPE.

®aKTOpbl PACXOAUMOCTH KonuposaHue paboyeit obnactun
& powderCell 24 - £ ider pattern] p
ﬁ FEile Structy select Options Diffraction Refinement Windows ¢ Help

BER) _JET EE R IO IR

Rp=16,19 Rexp=20,13 copy current window to cllpbaard|

an BB A
-SIC(CUBIC) 73.3%
~SICUBIC) 3.0% ~
-CIGRAFIT) 238% Copep:xaHue a3

- BB(16).%_y

-DIFF

Pucynox 33 — OuieHka KOppEKTHOCTH aHalIN3a U Pe3yIbTaThl

£ PowderCell 2.4 - [powder pattern]
B File Structure Select Options  Diffraction m Windows Special Help

_I_J_J _J_lJ_Jﬂ;"‘](” penmees B[] Nl 5 it

1619 Exclude regions

IL\I UBIC)
»SI[CUBIC] 3
-C(GRAFIT)
-65(16).%_y

T T Results T T T
Reset parameters
Start

i

refinement parameters
general | lattice/profile | stoms  resuls | standaed s |

f D:\b8-248-06\D\XRD\PCW\Cel\SIC(CUBIC)

| 1l

PacyeTHble
napameTpbl peLeTku

rese parom st | 2 e | X concel |[ 0k ]

Pucynok 34 — Pe3ynbraThl pacuera

7. Ompenenutb 3HAYCHHUS O00JIACTEH KOTEPEHTHOTO pacCesHUS U
MuKpoHanpsikeHus B nporpamme PCW (pucynok 35). [l 3TOTO OTKPBITH
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Bkiaaky Diffraction na manenm nactpymentos -> Size and Strain. [MosBurcs
okHO (pucyHok 36). Bemnumna Size / nm B mepBoMm psiaky 3nadenuid (all
reflections) sBnsercs cpeauum 3HadenmeM OKP 1o  BeIOpanHHOI
KpucTaimaeckord  ¢ase. Cienyromas BenwuuHa  Strain moka3bIBacT
mukpoHanpspkerne Ad/d. HeoOxomumo coxpaHUTh OKHA TSl KaXI0H U3 ¢a3
(alt+PrntScr).

—

% PowderCell 2.4 - [powder pattern]
ot Eile Structure Select Options | Diffraction | Refinement Windows Special Help

1 _FPr1B19  Rwps2213_ R Phaess opfions
-SICICUBIC) 73.3% HKL - List T
-SICUBIC) 3.0% Size and strain
-CIGRAFIT) 23.8%
_55[1 Bl y Export data »
251JM -

Print
Copy to clipboard

Load powder pattern
Bemove powder pattern

Save imported pattern

Diffraction OFF

056

Pucynok 35 — Onpenenenne OKP n MukpoHanpspKeHui

3HaueHUE Bbi6op ¢Pa3sbl
MUKpoHanpaxkeHua, Ad/d S
T
pcoso ________—____ |

plane size /nm Ly Mao. refl.

all reflections W ’l],_l]l]-l]m '5_ o

100 ~ [ooooooo [T O

010 A [ooooooo o ©

0o ‘00 [ooooooo o O

[ . 0000473 2 ©

B-Bol | Jgose

3HayeHue OKP, Hm |

Pucynok 36 — Onpenenenne OKP u MuxkpoHamnpspkeHui

Kpome Toro, Bo3amoxkHO He3zaBucumoe omnpeaenenue OKP no dopmye
Hebas-Illepepa:
d- 0,9-14
b-cosé

rac A — JJINHA MOHOXpOM&TH‘IGCKOfI BOJIHBI, b - IMUPpHHA ITMKa Ha IIOJOBUHEC

N
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BBICOTHI JInHUHU, O — yron nudpakmuu, d — pasmep OKP. Jlns atoii dhopmyis
WCTIONB3YIOTCS JaHHble w3 (haiija, TEHepUPYyeMoro B TMPOrPaMMHON
obecnieuennn audpakromerpa (Basic Process) ¢ pacmmpenuem .Xps (¢aiin
BUpPTyaJIbHOW me4yaTu). B Qaiine umeercs tabnuma co cnuckoM Tam xe
coziepkatcsi Bce HeoOxoaumble 3Hadenus s pacueta OKP (pucynok 37), B
toMm gmcie b (FWHM) u 0 (B Tabnuue, ogHako, 20). 3HaueHUE AJIMHBI BOJIHBI
A XapakTepHO IS KOHKPETHOro Marepuaia aHoja (s menu A =~ 1,54 A =
1,54:10™° m). O6patuTte BHMMaHHe, 4TO 3HadeHHe b BHOCHTCS B (OpMYILY
Hlebas-1llepepa B panuaHax, a He B Tpaaycax, KOTOpbIE yKa3aHbl B TaOJIHIIC
Basic Process. OKP Heo0XoauMo ONpeAeInTh [0 MaKCHMAaJIbHbIM
pedaekcaM Kaxa0M KpucTaiinueckon (asbl.

%% Basic Data Processg %%

Group : TFU

Data : 01 03 01
# Strongest 3 peaks
no. peak 2Theta d I/11 FWHM Intensity Integrated Int

no. (deg) (n) (deg) (Counts) (Counts)

1 10 40.2276 2.23999 100 0.17690 3629 23622

2 7 35.6047 2.51951 59 0.17490 2149 13902

3 11 48.2650 1.88407 58 0.17920 2116 14434

# Peak Data List
peak ZTheta d I/11 FWHM Intensity Integrated Int

no. (deg) (n) (deg) (Counts) (Counts)

1 25.4951 3.49096 4 0.60000 130 3026

2 25.9444 3.43151 10 0.56460 366 4334

3 26.1840 3.40065 8 0.00000 303 ]

4 26.4536 3.36660 5 0.27540 195 3615

5 31.4712 2.84035 26 0.17660 934 6164

[ 34.4106 2.60416 5 0.29790 170 lege

7 35.6047 2.51951 59 0.17490 2149 13902

8 37.9613 2.36834 13 0.19980 220 1675

9 39.4804 2.28064 22 0.24220 810 7326

10 40.2276 2.23999 100 0.17690 3629 23622

11 48.2650 1.88407 58 0.17920 2116 14434

12 52.2104 1.75060 4 0.23140 130 1218

13 58.2220 1.58334 19 0.17410 695 4638

14 63.98093 1.45383 15 0.17800 532 3757

15 65.7441 1.41922 4 0.17570 157 1107

16 69.6393 1.34905 5 0.22490 180 le69

17 73.1305 1.29302 52 0.19510 1872 13120

18 73.4386 1.28835 4 0.12120 163 1645

19 75.4576 1.25882 8 0.18940 276 2018

20 77.0823 1.23628 14 0.17950 523 3899

21 84.0404 1.15074 1z 0.18840 452 3411

22 86.9654 1.11940 13 0.18400 465 3574

Pucynox 37 — ®aiin Basic Process

8. Ecin pacyeT HeyJOBJIETBOPUTEIbHBIN MO BU3YaJIbHOW OLICHKE WJIU
no R-dakTopam, TO BO3MOXXHO MPOBECTH YTOYHEHHUE (JOTATUBAHUE) TIO
KOHKPETHBIM KpUCTAUTMYCCKUM (ha3am. [[ist aToro oTKpeITh BKIaaKy Special
-> Decomposition + refinement (pucynok 38). Jlannas moamporpamma
MO3BOJISIET MEHAThH MapaMeTphl AoTATMBaHus. BriOpaB HEeoOXomumyto ¢asy,
BO3MOKHO TPOM3BECTH yTOUHEHWE He Oosiee 2 pa3 mo kKaxuoiu ¢aze. Bo
BpeMs JOTSITUBaHUS HEOOXOIMMO oOpaliarh BHUMaHUE Ha 3HadeHUs R-
(dbakTOpOB, KOTOphIE TpeOyeTCss MPUBECTH K KOPPEKTHBHIM BeJIMYMHAM. B
IPOTHUBHOM Cllydae, CyIIECTBYET BEPOATHOCTh yXOJa pacuera B «pa3HOC» U
MOJIHOM ~ HEKOPPEKTHOCTH  MOJYYMBIIUXCS  pe3yiapTaToB. B wurore,
Onpeje/icHue  KOPPEKTHOCTH  pacueTa BKIodaer: 1)  HamOoJbliee
COOTBETCTBUE PACUETHOM KpPHUBOM SKCIEPUMEHTAILHON audpakTorpamme
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(BU3yalIbHBIM METOJI, 2) MPOBEPKY KOPPEKTHOCTH R-(pakTOpoB cXxoaumMocTH
(aHATUTUYECKUN METON).

= PowderCell 2.4 - [powder pattern]
1 File Structure Select Options  Diffraction Refinement Windows | Special | Help

CEDIOET EEGCE IR

M

-SI(CUBIC) 3} Other extinction laws
-C[GRAFIT) 238%

-SIC(CUBIC) % Decomposition + refinement "_1_
-B6(16).x_y Read hkl file ‘

cial fit - decomposition and refinement =) @

ter] result |
ID:\bS-ZdB-DS\D\><RD\PC\A/\CeII\SIC[EUBIC] ,:.l hl
hkl File |5|C[CUBIC].th

Bbi6op ¢dasbl
decomp. cycles yo/yc 3 refinement cycles |10 p
repeat decomp. + ref. 1
#* PwHM for yo/yc 05 [T set I=F for IPAP
e Go | j']_ Close |

Pucynok 38 — JlononHuTEIEHOE YTOYHEHHE pacdeTa

COBOKYHHOCTB OICHOK KOPPCKTHOCTU IJIA HpO(l)GCCI/IOHaJIBHBIX 3aJa4
BBITTEAANUT CIICAYIOIIUM 06p&30M:

1) Benmnunna Ry, cocraBmser 2-10% [uid Xopommx pesyiabTaToB, €€
tunudHbIe 3HaueHus - 10-20%.

2) Ha npaktuke gonyctumsl paznuuns 10 20% Mexay Rey; 1 Rp.

3) Eciu B xoxe pacuera Ry, yMeHbIIAaeTCs, TO yTOYHEHHE B HMTOIe
OyleT ychnemHbiM. B KOHIIE yTOUHEHUSI OH HE JOJDKEH CHJIBHO MEHSThCS, a
ATO 03HAYAET, YTO MUHUMYM JOCTUTHYT.

4) YtoObl OLEHUTH JOOPOTHOCTH COOTBETCTBUS S, HEOOXOIUMO
CpaBHHTh KOHeuHble 3HaueHHs R, (the weighted profile R-factor —
B3BEIIEHHO NMpOoduibHbIN R-pakTop) ¢ okugaeMbIM 3HaUeHHeM ounoOku (the
expected value of the error — Reyp).

5) Rwp<0,1 COOTBETCTBYIOT IpUEMIEMOMY YTOYHEHHIO CO CpexHen
coctaBHOM ¢azon. [ns croxxkHoi (a3pl (MOHOKIMHHONW W TPUKIMHHOW)
3HaueHne <0,15 sgBagerca xopommMm. 1A BBICOKOCHMMETPHYHOIO
coenuHeHHsT (KyOMYecKoro) ¢ HEeCKOJbKMMH Tukamu 3HaudeHue <0,08
CTAaHOBUTCS TIPUEMIIEMBIM.

5) 2 HUKOT/Ia HE JOJDKEH OMYCKAaThCsA HUXKE | WM, 4TO TO K€ caMoe,
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HauMeHblee Ry, T0KHO ObITh MeHbIIE Reyp.

YKA3AHMUSA 11O OPOPMUIEHHUIO UTOI'OBOT'O OTUHETA

OTyeT MOMKEH COAEpPKATh OMUCAHHME LEIU Ja0OpaTOpPHON pPadOTHI,
3aJ1aqy KaKJIO0W YacTH PabOTHI, pPe3ybTaThl MPOBEICHHBIX AHATHTHYCCKUX
paboT b0 PKCIEPUMEHTOB, 0(DOPMIICHHE TAOJIMYHO, U, T1Ie HEOOX0aUMO, B
BUJC TpaduKOB, a TaKkKe HEOOXOIUMBIC PHUCYHKH, CXEMBI, pacdeThl H
auarpamMmbl. Kpome Toro, B oTueTe JOKHBI OBITH TPHUBEICHBI BHIBOJIBI IO
BCEM YacCTsIM U TI0 pPabOTe B IIETIOM.
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JIABOPATOPHAS PABOTA Ne2. U3YUEHUE CTPYKTYPBI
NEPCHEKTUBHBIX DJIEKTPOTEXHUYECKUX MATEPUAJIOB C
MOMOIIBIO CKAHUPYIOIIEN DJIEKTPOHHON
MUKPOCKOIIUU

lleJlb pt160mbl.' O3HaKOMHUTBCS C OCHOBaMHU HCIIOJIb30BAHUS MCTOJa
peHTFGHOBCKOﬁ I[I/I(l)paKTOMCTpHH JJIs1 HCCIICAOBAHHNC COCTaBa
IMCPCIICKTUBHLBIX JJICKTPOTCXHUYCCKUX MATCPHUAIIOB.

KPATKOE TEOPETUYECKOE BBEJIEHUE

Ckanupyromas anekTpoHHas Mmukpockorms (COM, SEM) wmoxer
MCIIOJIb30BATHCS IS U3yYCHUs Tornorpaduu MIOBEPXHOCTH,
CTPYKTYpPHI U (ha30BOr0 COCTaBa MaTEPUATIOB.

B COM wu3o0paxkeHne wuccienyeMoro oobekTa (popmupyercsa mnpu
CKaHMPOBAHWU €r0 TOBEPXHOCTH TOYHO C(OKYCHPOBAHHBIM JIy4OM
ANEKTPOHOB. TakoW Jyd 4acTO Ha3bIBAKOT AJIEKTPOHHBIM 30HAOM. J(mamerp
30H1a MOXeT cocTaBisaTh 5—1000 uMm. 1Ipu B3ammMonmencCTBUN AIEKTPOHOB C
[OBEPXHOCTBIO  HCCIEIYEMOr0 MaTepuajga MpPOTEKAeT Pl  CIOXKHBIX
IPOLECCOB, NMPUBOAALIMX K MOSBICHUIO W3IYYEHHH pa3InyHONW MPHUPOABI
(pucynok 39). DTu H3Iy4E€HUS MOXKHO PETUCTPUPOBATH C MPUMEHEHHUEM
pa3nauuHbIX AeTeKTopoB. Co3naBaeMble CUTHAIBI IOCIE UX PErUCTpaluu
JETEKTOpaMH YCWJIMBAIOT, a 3aTEM HCIOJIb3YIOT JIi MOAYJSALMU SPKOCTU
n300paxkeHus. Takum oOpa3oM, KaKI0M TOYKE Ha TMOBEPXHOCTH 00pasia
CTaBUTCS B COOTBETCTBME TOYKAa HA MOHHUTOpE KOMIIbIoTEpa. SIpKocTh
M300paXeHus] TOYKM MPOIMOPIMOHATbHA WHTEHCHMBHOCTH CHTHajla OT

COOTBETCTBYIOIIEN TOUYKH HA N3Yy4a€MOU IIOBEPXHOCTH.
ITagaromuuii 3JIeKTPOHHBIH NYYOK

XapaKTepHCTHYECKOE PEHTTEHOBCKOE OTpa’keHHbIE 3TTEKTPOHBI
H3ITy4eHHe
BTOpHYHEIE 3]IEKTPOHEI
TopMo3HOE H3TyYeHHe
BuauMeli cBeT O3Ke-371eKTPOHBI
(KaTO IO TFOMHHECIICHITHA )
OBPA3EI]
v
—— YnpyropaccesHHbIe
= s e [Tpomenimxe H HEYNIPYTOpacCEesHHBIE
e 37I€KTPOHBI
ITormomeHnHbIe
371€KTPOHBI

Pucynok 39 — DddexTs, BO3HUKAIONIHE TPY B3aUMOJICHCTBUH JICKTPOHHOTO JyJa ¢
BELIECTBOM
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Henocratkom Meroga COM sBnsieTcss BO3MOXXHOCTb HMCCIIEIOBAaHUS
TOJIBKO MPOBOJASIIMX MaTeprayioB. [Ipu o00iydeHUM UAIEKTPUUYECKOTO
o0pa3la 3JEKTPOHHBIM ITYYKOM €0 MMOBEPXHOCTH 3aPSKAETCA OTPHULIATEIIBHO.
HakonuBmwmiics 3aps HAUMHAET OTTAJIKUBATh EPBUYHBIEC SJIEKTPOHBL, U TOK
MEPBUYHBIX 3JIEKTPOHOB, IPOHUKAIOIMX B 00pa3el, cO BPEMEHEM CIIaJaeT.
JUist mccnenoBaHMsl W30JTOPOB HAa HMX MOBEPXHOCTh OOBIYHO HAIBUISIOT
TOHKYIO IUIEHKY 3JIEKTPOIIPOBOSAIIETO BELIECTBA.

DNEKTPOHBI Iy4Ka, 10Naaas B 00bEKT, B3aUMOJEHCTBYIOT C aTOMAMHU U
AJIEKTPOHAMM 00pa3lia U IPEeTepreBaroT paccesHue. ITO paccesHue ObIBaeT
JBYX THUIIOB:

- YOpYroe, KOrja SHEeprusi 3JeKTpoHa (PaKTUYECKH HE MEHSETCS, HO
HaIIPaBJICHUE €T0 IBM)KCHUS MOYKET CYIIECTBEHHO N3MEHUTHCH,

- HEYNpPYyroe, KOrjJa €ro 3HEeprusi YMEHbIIAETCS 3a CUET Mepeadyu ee
YacTH aTOMaM M 3JIEKTpOHaM OOBbEKTa, a HANpaBJICHUE JBUKEHUS MEHSETCS
HE3HAYUTEIIBHO.

YupyroorpaxeHHble TMEPBUYHBIE 3JIEKTPOHBI O0JaJal0T TEMH K€
SHEPTUSIMH, YTO U MAJAIOIINE HA MOBEPXHOCTh T€Ja MEPBUYHBIE JEKTPOHBI.
bnaronapst 5ToMy He IPEACTaBIIAET NPUHIUITUATIBHBIX TPYIHOCTEN BBIIETUTh
M3 OOIIEero MOTOKAa BTOPUYHBIX 3JEKTPOHOB TPYIIY YIPYTrOOTPaKEHHBIX
[NEPBUYHBIX.

CrnoxxHee — pa3feneHrie HICTHHHOBTOPUYHBIX U HEYIIPYTOOTPaKEHHBIX
NEPBUYHBIX JJIEKTPOHOB, T.K. M T€ W JPYIME HMEIOT HENPEPBHIBHBIN
sHepreTuueckuil crekTp. OOBIYHO HECKOJBKO YCIOBHO OTOXAECTBIISIOT
BTOPUYHBIE JJIEKTPOHBI, OOJIajaroniye sHeprusMu, MmMeHsmmmMu 50 3B, ¢
UCTUHHO-BTOPUYHBIMHA, a BTOPUYHBIE 3JIEKTPOHBI, WMEIOIIHNE 3SHEPIUU
oonpmie 50 sB — c orpaxeHHbIMU. IIpu TakoM OTOXKIECTBIECHUU
npeHeOperaoT  ObICTPHIMM ~ MCTUHHO-BTOPUYHBIMM M MEAJICHHBIMHU
HEYNPYrOOTPAXKEHHBIMU. Y KAa3aHHOE JIEJIEHUE MMEET CMBICI MPU HE OYEHb
MaJIbIX SHEPTUSAX NEPBUYHBIX 3JeKTPOHOB (>100-200 3B).

3a HWCKIIOYEHHEM OTPAKEHHUSI JJIEKTPOHOB BCE MPOYHUE SIBICHMUS,
BO3HUKAIOIIME TIPU B3aWMOJCHCTBUM ITydyKa »JJIEKTPOHOB C TBEPAOH
MUIIEHBIO, BBI3BIBAIOTCA HEYNPYruM paccesHueMm. Ecim Heynpyroe
paccessHHE€ NPOUCXOIWUT U3-3a B3aUMOJACHUCTBUSA C sIpaMU aTOMOB, TO
IIPOHMKAIOIIME B Marepual 3JEKTPOHBI TEPSIIOT 3HEPTUI0 B KYJIOHOBCKOM
MoJIE SiApa M TEHEPUPYIOT TOPMO3HOE WJIM HENPEPBIBHOE PEHTIEHOBCKOE
U3IIy4YEHHE.

Ecnu uMeeT Mecto Heynpyroe coyaapeHue Mexay cliaboCBsI3aHHBIMU
BHEIIHUMHU 3JIEKTPOHAMM aTOMa M 3JIEKTPOHAMHU MAaJAroLIero Iy4ka, TO
AJNIEKTPOHBI ITyUKa TEPSIIOT YHEPTHUIO, a CIA00CBSI3aAHHBIE BHEIIIHUE 3JIEKTPOHBI
AMUTUPYIOTCS. OTH 3JEKTPOHbI OOBIYHO HMMEIOT JHEPrUI0 MEHbBIIEe WU
paBHy0 50 3B 1 Ha3bIBarOTCS BTOPUYHBIMH JJIEKTPOHAMH. ECiii BTOpUYHBIE
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AJIEKTPOHBI BOSHUKAIOT BOJIM3M MOBEPXHOCTH U UX SHEPTHS OOJIbIIIE SHEPTUU
MOBEPXHOCTHOTO Oapbepa (2—6 3B), To cymiecTByeT 00JbIlas BEPOSITHOCTD
TOT0, YTO BTOPUYHBIE FJIEKTPOHBI TOKUHYT ITOBEPXHOCTb.

OpHako BTOPUYHBIE 3JIEKTPOHBI CHUJIBHO MOIJIOLIAIOTCS, U €CIU OHU
BO3HMKAIOT Tropasio riayose, yem 100 A or mosepxmoctu o6pasua, TO
BEPOATHOCTh X BBIXO/1a U3 00pasiia CTAHOBUTCS upe3BbluaiiHo Manoil. Eciu
BTOPUYHBIE JIEKTPOHBI PEKOMOUHUPYIOT C JIbIPKaMHU, KOTOPbIE CO3/1al0TCS B
HEKOTOPBIX MaTepuanax B MPOLECCE PACCESHUS AIEKTPOHOB, TO BO3HUKAIOT
(OTOHBI C JTMHOM BOJIHBI, JISKAIlEH B BUJIUMOU U UH(PpPaKpacCHON 00J1acTsIX
CHeKkTpa. OTy BUJIUMMYIO JIIOMHUHECLECHIIMIO MOXKHO 4YacTo HaOdojaTh B
pacTpOBOM  3JIEKTPOHHOM  MHUKPOCKOIIE C  TOMOLIBIO  ONTHYECKOIO
MHKPOCKOIA MPU UCCIEA0OBAHUU IUAIIEKTPUKOB. IIpn Bcex 3TUX HEyNpyrux
COyJapEHUSIX MPOLECC COMPOBOXKAAETCA MOTEPEN YACTH WIIA BCEN SHEPTUU Y
MaJaoIUX 3JIEKTPOHOB.

B  pesynprare Heynpyrux — COyJAapeHUN  MOTYT  BO3HUKHYTH
MHOT'OYHUCJIEHHbIE HIOHU3AIMOHHBIE Mpouecchl. Tak, HapuMep, B pe3yJabTaTe
HEYNPYIUX COYAAPEHUN BO3HUKAET XapaKTEPUCTHUYECKOE PEHTTEHOBCKOE
u3iydeHre. Eciii noTepu SHEpPrUM NEPBUYHOIO SJIEKTPOHHOTO Iy4dKa
SKBUBAJICHTHBI HEPTUsaM cBs3u o6osiouek K, L v M — EK, EL unu EM, To
HCITyCKaeTCs 2JIEKTPOH U TEHEPUPYETCS XapaKTEPUCTUUECKOE PEHTTEHOBCKOE
u3ilyueHue. HMHorma cimenqoM  3a  MCIYCKAHHEM  3JIEKTpOHA  MPOLECC
JNEMOHU3AllMM  MOKET BBI3bIBATh HUCIIyCKaHUE JPYyroro 3JIEKTPOHA,
HA3bIBAEMOT'0 0)KE-3JIEKTPOHOM, O€3 SIMHCCHUU PEHTI€HOBCKOIO KBAHTA.

Ha pucynke 40 npencrapiieHa ucnoib3yemMasi MOIesIb MUKPOCKOTIA.

Pucynok 40 — Muxkpockon Hitachi TM3000
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Mukpockomnusi TpUMEHSETCsl JJisi OmpeieNieHus: pasMepoB U (Popmbl
YacTHUIl AUCIEPCHBIX CHUCTEM (B OOIIEM cliydae — 3JIEMEHTOB JUCIEPCHOM
(da3pl) WMeeT TMEepPBOCTENIEHHOE 3HAYEHHE, TOCKOIbKY HKMEHHO OTH
napaMeTpbl OMPEACNIAIOT MHOTHE CBOMCTBa, a CJEIOBATENbHO, U OOJACTH
MIPUMEHEHUS JAHHBIX CUCTEM.

MHorue CBOWCTBA AUCIEPCHBIX CHUCTEM OIPEACIAIOTCS CTEIEHBIO
JTUCIIEPTUPOBAHHOCTH BEIIeCTBa AMCIEPCHOM (Da3pl, a TakkKe XapakTepom
pacmpenenieHdss  4yacTUll 1o  pa3MmepaMm. PasHooOpasue  MeTO/OB
JUCIIEPCUOHHOIO aHaliu3a CBA3aHO C TEM, 4YTO /I BCEX METOJIOB
CYILIECTBYIOT OTPAaHUYEHUSI MO O0JacTsAIM pa3mMepoB yacTull. Cpelu MHOTHUX
METOJI0B, MO3BOJIAIOIIMX OIIEHUBATh JUCIEPCHOCTh IOPOIIKOB (METOJ
bpynayspa-Ommera-Temnepa, meton Kistuko-I'ypBuua, snudanmomerpus,
MUKpPOCKOIUS, CEAMMEHTAIIMOHHBIA AaHallu3, CKAHMPOBAHUE JBWKYLIUXCS
YacTHL], OAJIEKTPOHHBIA MPOOOOTOOPHUK HHU3KOTO JaBJICHUS, CUYETUYHK
Kynbsrepa u ap.), ¢ 1970-x rooB BbLAEIAETCS METOJ JIa3€pHON AUPPAKLIUU.
OH nodyyuin HIMPOKOE PaCHpPOCTPAHEHHWE M CTAHOBHUTCS MPUOPUTETHBIM
CTaHAAPTHBIM METOJOM ONpENETIEHUsI JUCIEPCHOCTH YacTUL BO MHOTHUX
OTpacisiX NPOMBIIUIEHHOCTU. [Ipm 3TOM TIJaBHBIM MPEUMYIIECTBO B
MTOCTAaBJIEHHBIX BOIIPOCAX SABJIAETCS BO3MOKHOCTh U3YUYEHHS CBOMCTB HAaHO- U
MUKpPOYACTHUI] B JKUAKUX CPEAaxX B pEKUME OHIIANH.

[Iopomiok — COBOKYNHOCTh HAaxOIAIIMXCS B COINPUKOCHOBEHUU
WHIUBUYAIbHBIX TBEPHABIX TeN (YACTHUI[ WM UX arperaToB) ¢ HEOOJIBITUMU
pasMepamMu BO BCEX TpEeX MH3MEPEHUsSIX. B MOpPOIKOBOM MeETALTypruu
YCIIOBHO IIPUHSATHI CAEAYIOIINE IPAJALUHA TUCIIEPCHOCTH:

-0,001 - 0,1 MxM (HaHOTIOPOIIIKH),

-0,1 — 10 MKM (TOHKOUCTIEPCHBIE TIOPOIIIKH),

-10 — 200 MkM (cpenHeaucIepcHbIe TOPOIIKH),

-200 — 1000 Mxm (TpyOoaucTiepCHBIE TIOPOIIIKH ).

DTO0 AeNieHre MPEACTABIIAETCS MOJIE3HBIM JJI MPAKTUYECKUX LENei.

JI1s1 KOMMYECTBEHHOM OIIEHKM BJIMSHUS Pa3MEPHOCTH MaTepUajoB Ha
T€ WM UWHBIE CBOMCTBAa OINEPUPYIOT TMOHATHEM «IUCHEPCHOCTH». B
TPaAULIMOHHON MOPOLIKOBOM METAJLTYPrUH MOJ JAUCHEPCHOCTHIO TOHUMAIOT
CTENEHb H3MEJb4YeHHs Marepuana. i1 HaHOMOPOIUKOB JHCIEPCHOCTh
ITOHUMAETCS aHAJOTMYHO M MPUHATO XapaKTEPHU30BaTh €€ OJHHUM W3 HUXKE
MEPEUYUCIICHHBIX CIIOCOO0B, MPU 3TOM BBIOOP OIMpPEAEIAETCS MPOLIECCOM, IS
OIMHCAHUS UM pacyeTa KOTOPOro TpeOyeTcsl 3HaTh BETUYUHY JUCIEPCHOCTH.
Crporoe ompexnerneHne muctepcHocts: D = @' . Drta Mepa aucrnepcHoCTH,
XOTd M O4YEeHb MPOCTAa, HO HCIOJB3YETCS PEIKO KaK BCIEACTBUE €€
HEHArJIAIHOCTH, TaK M TMOTOMY, 4YTO B OOJBIIMHCTBE BBIUYMCICHUMN
UCIIOJIb3YETCS pa3Mep da.

JluneliHplil pa3smep yacTulbl (00BEKTa) MOKA3bIBAET TUCIEPCHOCTD
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Marepuansa, a  KOJWYECTBO  XapPaKTEPUCTHUYCCKUX  pa3MEpoB IS
HaHOMAaTepHalia TOKa3bIBaeT €ro Pa3MEpPHOCTh: OJHOMEpHBIE (Pa3MEpPHOCTH
obo3nauaercs 1D), nBymepnbie (2D) u tpexmepnsie (3D) (pucynok 40). s
OTIpe/ICNICHUS] Pa3MEPHOCTH OMPEACINAIONIMM SBISIETCS pa3Mep MO TOW OCH,
r7ic OH MUHUMaJIbHBIA. Takke OBIBAIOT HYJbMEPHBIE OOBEKTHI - TOUKH, HE
uMermme pasmepa, cummeTpus DO (KBaTHOBBIE TOYKH, (PIIyOpeCIIEHTHBIE
TOYKH).

1D 2D 3D

Pucynok 40 — Pa3smepHast xapakrepuctuka marepuana: 1D — HaHOTpyOKHM, HAHOBOJIOKHA,
HaHOHUTH, 2D — HaHOTUIEHKHU (HAaHOMOKPHITHS), 3D — HAHOMOPOIIKK (HAHOYACTHIIHI)

KpuBass (rmcrorpamma) pacmpeleficHHusi 4YacTUI[ 10 pa3Mepam
IIOKa3bIBAET, KAaKOro pa3Mepa U CKOJIBKO 4YacTUL COACPKUTCA B
HOJUAKUCIIEPCHOM oOpasle. B Takom ciiydae TOBOPST O KOJIWYECTBEHHOM
pacnpezenenus yactull. B apyrom ciiydae, roBopst 0 BECOBOM M1 0ObEMHOM
pacnpenesieHny, MOXKHO KPUBYIO PACIPEEICHUS TOCTPOUTh 110 3HAYEHUSAM
Macchl, MOKa3bIBasi KAKOTO pa3Mepa U CKOJIbKO % oT o01iel Macchl (00bema)
coctaBisitoT yacTuipl. Ha pucynke 41 mpencraBineHa kpuBas 0OBEMHOTO
pacnpenenieHuss 4dactull HaHomopomka ZrO;, U3 KOTOPOro SICHO, 4YTO B
JaHHOM HaHoropomke ~ 11 % gactui/armoMmepaToB umeroT pasmep 15-18
MkM. KpuBble pacnpeneneHus ObIBalOT ABYX TUIIOB. B mepBom ciiydyae Ha
TUCTOTpaMMeE YKa3bIBalOT MPOLIEHTHOE COJEPKAHME YACTUIl MO (PpaKiusM,
IpU 3TOM OXBAaTHIBACTCA BECh [MANAa30H pPa3MEpPOB YACTUI[ MMOPOLIKA.
Hampumep, dpakuus 1...5 am, dpakuus 6...10 am, ¢pakmus 11...15 am u
T.1. CymMMa conepskanust Bcex (ppakiuii nomkHa 0eiTh paBHa 100%.
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Pucynok 41 — Ilpumep ructorpaMmMbl pacipeieieH s YacTHIL 110 pa3Mepam

Bo BTOopom ciyyae HCHONB3YIOTCS KPHUBBIE IUIOTHOCTH (DYHKIIMIA
pacmpenesieHus, Ha KOTOPBIX MO OCH OPJAMHAT OTKJIAJbIBaeTcs (yHKIIUA,
KOTOpasi IPEJICTABIIAET COOOM CKOPOCTh U3MEHEHHUS YMCIa YACTHUI[ KaKJI0TO
pasMepa C HM3MEHEHUEM 3TOro pasmepa. B sTom ciyuyae uHTErpan Bceu
KpUBOM naet obmiee uucio 4actull. Eciu B (QYHKIUMU UCHOIB3YyETCS
OTHOCUTEJIBHOE YHCJIO 4YacTUL] (CKOPOCTb M3MEHEHHsI JOJU YacCTHI]
OnpeneneéHHOro pasMepa — OT 3TOr0 pa3mepa), TO UHTErpajl AOJKEH ObITh
HopMmupoBaH Ha 1 (unu 100%). s mepexona OT KpUBOM pacrpeaesieHusl K
TUCTOTpaMMe HY)XKHO pa3OHWTh KPUBYIO HAa y4YacTKH TO (pakiusiM, B3STh
ompenenEHHbId WHTETPAT JUIsl KaXAOW W3 HUX W OTJIOKHUTh UYHUCICHHBIC
3HAUEHUS STUX HMHTETPAJIOB Ha THUCcTOrpamme. [[ins oOpaTHOro mnepexosa
HY’)KHO HMMETh JIOCTATOYHO MOJApOOHYI0 rucrtorpammy. [Ipm 3TOM HYKHO
Oymer  rpaduuecku  WIM  aHaANIMTHYECKH  TpoauddepeHurupoBaTh
TUCTOTpamMMy.

Cpennuit pasmep 4acTHI] — BEJIMYMHA, KOTOpas PACCUUTHIBACTCSA U3
AKCIIEPUMEHTAIILHBIX JAHHBIX PA3JIMYHBIX METOAOB. TaKyl0 XapaKTepUCTUKY
JUCIIEPCHOCTH BBIOMPAIOT B CHJIy TOrO, YTO HE CYIIECTBYET METO]a,
MO3BOJISIONIETO TOJlydaTb MOHOJMCIEPCHbIE Topomku. Ilpu 3TOM B
3aBUCUMOCTH OT crioco0a pacueta (OmpeaesieHus) CpeIHET0 pa3Mepa YacTHIl
BBOJISIT Pa3HBIC MOHSATHS JIJIS1 TOTO TSPMUHA.

[lo xpuBO O00BEMHOIO paclpeeieHuss 4YacTUll IO pa3Mepam
BBIYUCIIIOT CPEJIHEE 3HAYCHHWE YAaCTHIl, THKOBOE 3HaueHue (Momy) u
Menuany. LleHTpanbHyI0 TEHIEHLMIO JAaHHBIX MOXHO paccMaTpuBaTh HE
TOJIbKO, KaK 3HAY€HUWE C HYJEBBIM CYMMAapHBIM OTKJIOHEHHEM (CpemHee
apu(pMETHIECKOE) WM MaKCUMAIBHYIO 4acTOTy (MO/a), HO ¥ KaK HEKOTOPYIO
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OTMETKY (3Ha4eHHE B COBOKYITHOCTH), ACIAIIYI0O PaHXUPOBAHHBIC JTaHHBIC
(OTCcOpTHUpOBaHHBIE TIO BO3PACTAHUIO WIIM YOBIBAHHIO) HA JIBE PAaBHbIC YAaCTH.
[TonmoBMHA UCXOIHBIX JAHHBIX MEHBIIIE 3TOM OTMETKH, a MOJIOBUHA — OOJIbIIIE.
OT10 U ecTb Menuana. B HacTosimieit pabote MOy MOXKHO TpyOO MPHUPABHATH
[EHTPY OCHOBHOW YaCcTH THCTOTPAMMBI pactpeie/ICHus.

OIIUCAHHUE XOJA PABOTHLI (JIP 2)

IMOPOIIKOOBPA3HbII OBPA3EILI

1) U3yuuTh KpaTKoe TEOpETUYECKOE BBEJICHUE.

2) U3yuuTh CBEJIEHUS O CKaHUPYIOIIEM 3JIEKTPOHHOM MHUKPOCKOTIE.

3) O3HaKOMHTBCSI C OCHOBaMH MPOOOMOATOTOBKH MOPOIIKOOOPA3HBIX
00pasIoB JUIsl CbeMKU Ha CKAHUPYIOIIEM JIEKTPOHHOM MUKPOCKOIIE.

4) IlpousBecTd MNPOOOMOATOTOBKY IMOPOIIKOOOpa3HOTO oOpasia ¢
MCIIOJIb30BaHMEM TPOBOAIIETO CKOTYA.

5) IIpou3BecTH CHEMKY MOPOIIKOOOpPA3HOTO oOpaslia Mpu MaJioM,
CpPEIHEM U KPYITHOM YBEIUUCHUH.

6) Cpenatp 5-7 MHKPOCHHMMKOB ISl IMOCTPOEHHUS pacHpereseHus
YJaCTHI] TI0 pa3MepaM U HaXOXKACHUS CTPYKTYPHBIX TTapaMeTpPOB.

7) Cpenatb pacmpenelicHHE IO pa3MepaM B BHJE T'HCTOTPAMMBEI.
Paccuurtath cpeaHuii, MUHUMAJIbHBIM, MaKCUMAaJbHBIH pa3Mep, MeAuaHy,
MUKOBOE 3HAYCHUE.

8) CnenaTh BBIBOJIBI O MUKPOCTPYKTYpE, JUCTIEPCHOCTH TTOPOIIIKA.

9) CocraButh oT4eT 10 JabopaTopHOt padote Ne 2.

BbIXO/IHBIE TAHHBIE 110 JIP 2
1) dororpaduu CKaHMPYIOLWIETO 3JIEKTPOHHOTO MHKPOCKOIMA, €ro
COCTABJISIIOLIUX U Mpoliecca MPOOOOATOTOBKH.
2) 3anucaHHbIN X0 pabOTHI C YCTAHOBKOM U MPOOOTOITOTOBKH.
3) ®aiinbl MUKPOCHUMKOB.

YKA3AHUA 110 O©POPMJUIEHUIO UTOTI'OBOI'O OTUYETA

OTder MOHKEH colepkKaThb OMHMCAHWE UENH JIadOpaTOpHOW paboThl,
3aJlau, pe3yJIbTaThl MPOBEACHHBIX AaHAJUTHUYECKUX pPAbOT B BHUJE
MUKPOCHUMKOB, TIOCTPOCHHBIE paclpeAeseHusl YacTUll IO pa3MepaM U
OTpe/iesieHHbIE 110 HUM XapaKTePUCTHKH, a TakKe HeoOXoauMble pacyeTsl. B
OTYeTE JIOJDKHBI OBITh MPUBEICHBI BBIBOJBI. Takke K OTYETY HE0OXOIUMO
npuaoxuTh ¢aitn Excel ¢ 0o0paboTko#t MaHHBIX MO MHKPOCHHUMKAM JIJIst
pacnpeiesieHus o pa3Mepam.
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