xumdak MI'Y, secHa 2017

CTpoeHune KpucTanmyecknx BeLLecTB U
MaTepuanos

nekumna Ne6

PeHTreHoBCKOE n3ny4yeHue.
PeHTreHoBcKasa gudppakuma



|. TOYKW, NMMHUM U NITOCKOCTU B KpUCTanne
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Kpuctannorpadgunyeckme HanpaBneHUsA: UHOEKCbI [U V W]

(u,v,w — KoopanHaTLI Grvkawero ysna)
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CUMMeETPUYECKN CBA3aHHbIe HanpaBieHUs
(U vV W). peLleTKa + Kpuctannnyeckmuu Knacc

[111] ; 11 ¢7
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i
y/ P P3 %

Pna2, (xkmacc mmz2): (111) = nabop [ 1 1 1]
Pbca (kmacc mmm): (111) = mabop [ 1 1+1]



B nekaptoBou cucteme KoopauvHaTt HanpasneHue [uvw]
3apaeT TakkKe CUCTEMY KpucTtannorpagpmniyeckux nyioCKOCTeN

Ho kpucTtannorpadpmnyeckme cuctemsbl
(210), mwaum (hkl): h=u, k=v, I=w P pad
— He [leKapTOoBbl
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\ [110]
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ay = al/h
by = b/k
¢, =c «PaumoHanbHble» NNOCKOCTU, HOpMarbHble

K KpycTannorpapuyeckum HanpaBneHnsMm,
HEe NPOXOOAT Yepes Y3Ibl PeLleTKn



Kpuctannorpadu4yeckme ninoCKOCTHU:
nHpekcbl Munnepa (hkl)

2D-pewetka: (h k)

< =\

h=a/lay=2

cucTema nuHui (2 1) nnu k=b/by=1
npoekumnsa cuctemsol nriockocten (2 1 0)

npoekums nnockocten ( 31 0) = (3 1 0) YR



Kpuctannorpadgpunyeckme nnockoctu B 3D-peLueTtke
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ll. PeHTreHoBCKOE nany4veHue



CneKTp afekTpOMarHUTHOroO N3ny4YeHns

- V/isible light ———
Frequency, Hz ——#
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«Hawa» obnacTb
PEHTreHOBCKOro U3ny4eHus




PeHTreHOBCKOEe U3ny4yeHue

XKecTkoe (KOPOTKOBOJSTHOBOE) AriEKTPOMarHMTHOE U3ny4vyeHune

A~5—-05HM
(50 -5 A)

E ~ 300 — 3000 aB

MArkKoe A~100-5nm XecTKoe
pPeHTreHOBCKoe (1-0.05 A) peHTreHOBCKoe
n3ny4vyeHue E~10-200 kaB VY3MydeHve

A(A) = 12.40/ E(kaB)

BY®: BakyyMHbIN
ynbrpadumoner

PeHTreHc Y-U3ny4yeHue
MsIrKoe E>05-1MaB
A=05-2.0A
NCMOJIb3YyETCAH

B PEHTreHOBCKOW Andopakumm



1895: Buabsreasm Konpaa Penrrem,
OTKpbITHE X-JTyUuen

1896, Buxept u Croykc:
- | X-IIy4H - OY4€Hb KOPOTKHE
§ | DJIEKTPOMATHUTHBIC BOITHBI

1907, BuH: orieHKka JUIMHEI BOJIHBI
PEHTIeHOBCKOro m3myuenus ~108 cm

1910, Jlays: ypaBHEHUS IS ““ATOMHBIX
2D- u 3D-nudpakiinOHHBIX PELIETOK

1912, ®puaprux n KHunmuHr:
nepBasi udpakrorpamma



MCTOUYHUKN PEHTreHOBCKOIro nusny4veHus

1. PagnoaktuBHble U30TOMNbI (y—U3ny4aTenu)

2. PeHTreHoBckne TpybKK: (a) C HeNnoABMXHBLIM aHO40M
(0) ¢ BpawaoLwmmMmcs aHOOOM

3. Yckoputenu nerkux 4actuu, nasepbl Ha cBOOOAHbIX
arnekTpoHax (CU: cMHXpOTPOHHOE Mn3ny4eHune)



PeHTreHoBcKasi TpyoOka (cxema)

OXJIAXKJTAEMBIU aHO]I

okHo (Be)
d  penrTrenosckoe

U3JIyYeHHne

A +

00BEKT
10-50 xB

TOTLTACTHHK
KOPITYC dboTormiac a

(cTeKJ10)

KaTo/,



On¥H U3 nepBbIX PEHTT€HOBCKUX CHUMKOB




IlepBas peHTreHoBckasi ycranoska (1912r.) u nepsasi
audpaxkTorpaMmmMa KpucTaia MeIHoro Kyrnopoca

T it ¢ 1€ Ronign-
B wrthdonchtiomy




Bua cnekTtpa nanyyeHums
PEHTIEHOBCKOMN TPYOKM

XapaKTePUCTHYECKHUE
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CUHXPOTPOHHOE n3nydeHue (CU)

“1/y 1

v=E,,/(MyC?) ~ 103-10*
(cooTHOwWweHuMe JlopeHua)
ynbTpapenaTUBUCTCKUNE I3JIEKTPOHDbI
V3K 1 OUEHBb SPKUU ITYUYOK ®OTOHOB

9Heprua nydka anektpoHoB 1-10 [aB
9NeKTPOHHbIN ToK 50-500 mA

BpeMs Xn3Hu nyydka ~2-200 yac
MHTeHcuMBHOCTL CU ~ y* T.e. ~ m™

1,2 - nuneiinstii yckopumens (linac)
3 - npedyckopumeins (booster)

4-1 - nakonumenbHOE KOTbYO

4 - noeopommuuwlil MazHuUmM

8 - kanan CH

9 - akcnepumenmanvhas cmanyus
10 - cmena ouozauwumot



lll. PeHTreHOBCKasa ANMpPaKkTOMETPUSA



Buabl uany4deHus, ncrnonb3yemMmble B AMdpakTOMETPUN

A, A f(q) cpega Teopus
PEHTreHOBCKOoe 0.5-2.5 ybbIB., ~Z BO3OyX €eCTb
HENTPOHBI ~1 const, He3aBuC. OT Z  BO3OyX €CTb
SJIEKTPOHDI 0.02-0.05 y6biB., ~Z13 Bakyym Oyaet
A=h/mv cooTHolleHne ae bpoinns

HeuTpoHbl (Tennosble): v <1 KM/c, A ~ 1A

AnekTpoHbl (Mukpockon): A=[150/(E, 3B)]¥2, 1.e. E = 50-300 kOB



PaccedaHne Ha kpuctanne: dpopmyna bperra — Bynbda

2d sin 6 = nA
(n=1,2,3...)
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I'eopruii Bukroposu4 Byibd

Koopannaruas ceTka 1
(1863-1925) P !

crepeorpapuyeckon MpoeKunmn
(cerka Byabga)

1913 r: He3aBUCUMbIN BbiBOA, hOpPMYIibI
Bperra-Bynbda: 2d,,,Sind =ni



OIITHYECKUK TOHUOMETD:

1 — ICTOYHMK CBETa

2 — MeXaHuKa (JTUMOBI)
3 — MOHOKPHCTAJLI

4 — 3puTenbHas TpyOa

PEHTI€HOBCKUM OU(PAKTOMETD:

1 — BEICOKOBOJIBTHBIM T'€HEPATOP

2 — pEHTIeHOBCKas TpyOKa

3 — obOpasel (MOHOKpHUCTALI
WJIA KPUCTAJINY. TTOPOIIIOK)

4 — neTexTop

5 — MeXaHuKa (TOHHOMETD)

M — MoHOXpOMaTop



bperroeckme MoHoOXpomMaTopbl

2d. SINO = A

HUHTCH-
CUBHOCTD

usiyuenue fo,
PEHM2EeHOBCKOU Ka-nunus K

mpyoKu
0

I |
KPUCTAJLI- /\‘J J _ _

MOHOXpOMATOP JUTHHA BOJIHBI A



MeToabl nony4vyeHna anppakUMOHHON KapTUHbI
2d,,,,SIN O = A
1. MoHOKpucTann, «benoe» uany4yeHue — metop Jlayas
2. Kpuctannuyeckmm nopoLlioK, MOHOXpOMaTU4YeCKoe

n3ny4yeHue — nopowikoBas gucppakromeTpus,
peHTreHo(asoBbIin aHanus (PPA)

3. MoHOKpucTann, MOHOXpoMaTu4yeckoe nsniy4yeHume
(A bukcupoBaHa, rOHUOMETP C BapbUpPyeMbIMU YriamMmu)
— PEHTreHOCTPYKTYpPHbIN aHanu3 (PCA)



V. PeHTreHoMa3oBbIiv aHanus (POA)



[TopolukoBaga AndpakToMeTpud

MHOro mernkux npon3sofibHO OPUEHTUPOBAHHbIX
KpUCTanmnoB — BCE CUCTEMbI aTOMHbIX MNNOCKOCTEN
B OTpakaloLLieM rNonoKeHUm — «KOHyCbI» 13
pednekcos (h, K, |p) OT kKaxgoro kpuctannurta —

y3Kne andpakunoHHbIe «KonbLa»

e W YyacTok
avdppakTorpamMmmbl

Cxema cbemku ¢ 1D-
netektopom (PSD: Position
Sensitive Detector)




[eomeTpua cbeMkn B POA

Ha otpaxeHue (no bperry — bpeHTaHo)

D,GTGKTO[%
M

KHOBETA

KIOBETA C MOPOLLKOM reomeTpua 6 — 0

Ha nponyckanue (no Hebato — LLepepy)

dooTonneHka
NN OETEKTOP
20

Kanunnap
C NMOPOLLIKOM




[TogrotoBka obpasua a1 CbeMKU

1 - KBapLeBas KioBeTa C NOPOLLKOM



[TopoLlukoBLIN AndopakTomMeTp Stoe 6—0

1 - reHepaTop, 2 - FOHUOMETP,
3 — 3alMUTHbIN KOXYX, 4 — ynpaBnAaAloLWUN KOMNbLIOTEP



BepTukanbHbIM FOHNWOMETP C reomeTpuen 6—0

1 — peHTreHoBcKas Tpybka, 2 — Konnumartop, 3 — MOHoXpomaTop,
4 — neTeKkTop, 5 — ropM3oHTaNbLHO pacnonoXeHHbIN obpasew,



[TopowikoBaga gugppaktorpamma Y TaO,
OVdopakUMOHHbIE
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NHTEHCMBHOCTb paccedaHund, npoms3s. en.
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|
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yron paccesHusa 20



PeHTreHodasosbi aHanuns (PPA)

[Tonukpuctannmyeckne obpasubl (MOPOLLKM, MUHEPansI,
MeTannmyeckne ns3aenus)

OnpegeneHne napamMeTpoB ANIEMEHTAPHON SAYENKN,
NPOCTPAHCTBEHHOW rpynnbl

KayeCcTBeHHbIN U KONTMYECTBEHHbLIM 0a30BbIN aHasna,
nccrniegoBaHne pasoBbiX NEPEXOOOB U XUMUYECKNX
peakymu

baHk gaHHbIX PDF

OnpenenexHne cpedHux pasamepoB KpUCTarnoB, 3epeH B
obpasue unun pacnpegerneHne nx no pasmepam

N3ydeHne BHYTPEHHMX HanpsXeHnn B obpasue (no
npounto n casury NIMHNN)

3yuyeHune TekCTyp (XapakTepa npenmyLecTBeHHON
opueHTauun)



«Pa3pBoeHue» pednekcoB Ha bonbwux yrnax 20: ayonet Ka,,/Ka,

_ a—AlO, A(CuKa)=1.5418 A
| rooe- Cu Ka,: 1.5406 A
; - Cu Kao.,: 1.5443 A
0 LJH\JM ----- J\ . j‘a—-@@“%
Leoo EO 30 40 50 60 70 289(’) rpo.E)". 100 110 120 130 140 150

20, rpan.



Tabnuua MeXnnoCKOCTHbIX paccToaHnn d,
«MacrnopT» KpUCTanIM4Yeckoro BeLecTsa

kopyHA (a—Al,O,)

14000 H

12000 H

10000 —

8000 -

6000 —

4000 -

NHTEHCMBHOCTb paccesaHuns

2000 -

012

104

0 -
2

kopyHaoBoe uucjao: 1(100%)

0

PDF # I Cu Ka(Ave) 1.54184A |fixed slit intensities [linear intensity
20 d(A) Intf

h

Print Card | Print Graph

ke | Aluminum Oxide

25,60 3479

4

35,18 2,550 10

37,80 2379

2

41,71 2,165

43,39 2,085
46,21 1,964
52,59 1,740
57,54 1,601
59,79 1,546
61,17 1,515
61,35 1,511
66,58 1,404
68,27 1,373
70,48 1,336
74,36 1,275
76,94 1,239
77,30 1,234
80,50 1,193
80,77 1,189

1 l : 83,29 1,160

84,44 1,147
85,22 1,138
86,44 1,125
86,59 1,124
89,08 1,099

6

3
8

NN

A

O =2 W =2 NWNN=S AN=2WNO AaAN=220N=2 10110

NN =2 WONON -2 2200 NO 2@ AN aNo 2ol Io01-

“Kaptouka PDF
(powder diffraction file)

Card 00-046-1212 Status Primary Quality S

Click Fields Below to Scroll
Chemical AI2 03
Formula:

Weight %: AI52.93 047.07

Ay

Atomic %: Al40.00 060.00

ANX:
Name: Aluminum Oxide I / I
cor

Mineral Corundum, syn
Name:

Also a-Al2 O3
Called:

O ON -2 WOODONOOODLOMON 2O NWOROIIEBIN

-t

80 100 120

1 | ko J | |
U408 1 L .
60

40

yron paccesiHus 20

B-BO X

/1(100%),_a203 B cMecH 1:1 (1o Becy)



«[TonywupunHa» pednekca: popmyna LLlepepa

A(20)(pan) = 0.94A/[D-cos0] AMCu Ka):
FWHM: full width at half maximum | D(A) ~ 100/A(20)(rpan)

5' 6000 D
2 i 3IEKTPOJIUTHYCCKH
=
8 5000 ~ ocaknenubin Cr
|
e |
= 4000 -
v S
3
o D~15-2um
S 3000 -
A
5 (20) ——
S 20004 — <—
m (]
o : Metainueckui Cr
E’ 1000 4 J
s
S .
R T LT T NPT
0 ' I ' | ' | : | : |
0 20 40 60 80 100

yron paccesiHusa 20, rpaga.



ObpaboTtka andpaktorpammbl B POA 53850 78

53.880 94
53.910 96
53.940 97
. GRAPHIC - User : - [m_001_2.rmb] 53.970 104 _|s/x]
[ Exit Write Peakfile Restart [\extFange  Frev. Range 54 000 129 x|
sl@8| &[> @H= S| [A RJT S| 2 54.030__ 140
54.060 138 it
54.090 163
4120 155
OIIPCACIICHHUC pCCENJI®KC®B
4180 178
54210 176
54.240 162
54.270 145
54.300 129
54.330 100
54360 115
54.390 89
54.420 84
" 54.450 99
54.480 70
54510 89
orpOBAHHBIA KYCOK
\ / npodums
100.0
N
10.0 20.0 %M 40.0 50.0 60.0 70.0 80.0 2Theta
[fZTheta = 45,391, D = 1.9964, Int. = 378.79 |47 Peaks have been found.

_.tb'Startl B 2 @ ? ) Awtuenpyc ava...| X STOE WinXPO... | € Gmail - Google....| = D:\YLS‘\Uspens...”&GRAPHIC - e D F:\xumdbak | [ Microsoft Powee... | | « B 16:32




[MlpencTtaBneHne aaHHbIxX POA:
Tabnuua MeXnIOCKOCTHbIX PaCCTOSIHUN

I STOE Peak File : Si_test_04.pks

I Created at 10-Dec-11 13:19 by WinXPOW
Version : PKS_2.01

Title : Si_test

Diffractometer : Theta-Theta
Monochromator : Secondary

Wavelength  : 1.540598 Cu

Detector  : Scintillation Counter

Scan Mode  : Reflection

Scan Type  : 2Theta:Omega

I Raw data file used : D:\YLS\Si_test 04.rmb

I created : 27-Oct-08 14:26

I Peak search parameters : Expected halfwidth : 0.150
! Significance level : 2.5

! Peak height level : 40

Peaklist [ Range 1 : 2Theta = 27.000 120.000 0.040 Imax = 1259 ]

D 2Theta I(rel) I(abs)
3.139509 | 28.4058 100.00 1242
1.921110 | 47.2771 50.49 627
1.638227 | 56.0949 26.30 327
1.358272 | 69.0988 6.56 81
1.246372 | 76.3453 9.98 124
1.108797 | 88.0091 11.54 143
1.045409 | 94.9258 6.68 83
0.960196 | 106.6873 4.24 53
0.918102 | 114.0720 6.86 85

I(int)
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00

FWHM

0.1600
0.2000
0.2400
0.1600
0.1600
0.1600
0.1200
0.1600
0.1600

H K L

TpebyeTtcs
MHONUMpOBaHME
pediekcoB



ABTOoMaTmn4deckoe nHamumposanme NacCl

User [NaCl_Slovohotor
iew Options Window Help

(8|8 7 @)= =) (& R[L 5lin| 2]

. INDEX - User : Slovokhotov File : NaCl_Slovohotov.pks

File

View Index Refine Help
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700
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«<THmO 1

Results from Lattice Parameter Refinement

Peak File : C:\Documents and Settings\Administrator\Desktop\Zhiv\NaCl_Slovohotov.pks
File title : NaCl_Slowchotov

Wavelength : 1.540598
Number of accepted peaka @ 8
2Theta window : 0.050

2Thetza zeropoint : 0.0040 ( fixed

Symmetry : Cubic P

Initial cell parameters :
Cell * 5.8410

a=5.6417(7) A
V=179.56(4) A3

Refined cell parameters :
Cell & + 5.6417(7)
Cell Wolume: 179.5&(4)

Number of single indexed lines : &

Number of unindexed lines a

Final 2Theta window : 0.0400
N 2Th[obs] H K L ITh[celc] obs-calc Int. d[obs] d[calc]
1 27.325 1 1 1 27.359 -0.0337 8.5 3.2611 3.2572
2 3l.664 2 a a 31.6395 -0.0308 100.0 2.8235 2.8208
3 45.420 2 2 a 45.435 -0.0148 45.3 1.8952 1.994¢
4 53.843 3 1 1 53.853 -0.0100 1.5 1.7013 1.7010
5 56.452 2 2 2 56.456 -0.0037 10.5 1.6287 1.6286
[ 66.211 4 a a 686.207 0.0037 5.0 1.4103 1.4104
7 75.282 4 2 a 75.268 0.0133 8.7 1.2613 1.2615
g 83.983 4 2 2 B3.964 0.01380 4.3 1.1514 1.151¢

Average delta(2Theta) = 0.016é

Maximum delta(2Thete) = 0.034 ( peek 1 ) = 2.1 * average

Figure of Merit F(8) = 24.7 ( 0.01&, 20 )

Durbin-Watson serial correlation = 0.191

Seryt [ mimi ot 4 AsltslmiA2 )/ [ Neka - Mesr 4 1 = 0_0001£433
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Onpe,u,eneHme KOMIMNOHEHTOB CMECU BELLECTB

.. Match! - [mix5.mtd]

File ‘iew Pattern

Peaks Search Enfry  Tools

Help
NeE& & A% LiALlux AfANTEET

Aviieo =S80 |3

é Color ual.l Entry | Formula | Mame |P[peﬁuos.)| P(I,10) | 1 scale fct. | Quant. (%) | FoM
% - Experimental pattern: m_001 {m_001_2.rmb) 1.0000 1.0000 1.0000 - 1.0000
01-073-1402 | Mg5203(H20)6 Magnesium Sulfate Hydrate 0.2387 0.8271 0.1980 Ificaval. | 0.8342
E 01-070-0859 | Cad.5Ma Als 018 Calcium Sodium Aluminum Oxide 0,1393 0.8497 0.5014 IfIc avail. | 0.8337
ﬂ{% 01-086-1943 | Agd (Ge3010) Silver Germanium Oxide 0,2350 0.7365 0.3419 Iflc avail. | 0.8311
o 01-083-1359 | CaB.393 NaD.875 { Al5. 175 Fe0.45 Si0.375 018 ) Calcium Sodium Aluminum Iron Silicon Oxide 0.1354 0.8371 0.5401 Iflcaval. | 0.8304
E = 01-087-1489 | K2Co (5i04) Potassium Cobalt Silicate 0.2308 0.8720 0.5580 Iflcavail. | 0.8295
* | 01-087-0442 | Cs2Mn3Te4 Cesium Manganese Telluride 0,2093 0.9011 0,2203 IfIc avail. | 0.8266
* | 01-087-0831 | Cs2Mn3 Te4 Cesium Manganese Telluride 0.1751 0.9034 0.2091 Iflc avail. | 0.8251
* 01-074-0856 | NiTe2 Q5 Nickel Tellurate 0,2095 0.8117 0.2679 IfIcaval. | 0.8260 LI
h Intensity Ztheta | Intensity | PwHM | 01-071-3272 ﬂ
+| 1000 ; : 438 335 | 05548
<g§>_ Experimental pattern: m_001 {m_001_2.rmb)
p 950 Calculated pattern (Rp=19.0 %} 6.04 938 0.3000
[01-071-3272] Er { B O3 ) Erbium Borate 7.51 586 | 0.3000
b 922 | 248 | 01500 02 &
Q 850 9.51 176.4 | 0.9000 0z
— 11.41 E8.8 0.3000 *
| 07 120 | Ba2 | 0378 ||
%| 70 123 | .3 | os X
I"I 2004 12.60 2132 | 0.2360 1.0 I*
[ ] 1331 | 666 | 05013 i
| 5o _ _ 1397 | 1563 | 02993 5
i } a0 Best FDEDS:D far: Eandl?;;eaEntnes: 14.40 o7 06043 09 =
v : 15.29 | oz
N 550 16.13 2404 | 05530 11.0
| 5004 17.13 536 0.3068
17.38 477 0.2453
450 17.71 1176 | 0.8700 0z
2004 19.00 2869 | 0.2725
19.69 34.0 0.3000 a7
330 20.20 1124 | 0.9000 96.6
3004 21.37 306.1 0.4945
4\7 21.80 1313 | 05820 0z
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