OndpakyunOHHbLbIE

MeToAdbl UCcrieaoBaHUS
CTPYKTYpb!



The Nobel Prize in Chemistry 2009

«For studies of the structure and function of
the ribosome"

* Venkatraman Ramakrishnan
* Thomas A. Steitz

« Ada E. Yonath
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MCTOPUA
MccrnenoBaHUsA KpUCTannuyeckmnx

CTPYKTYP

("AopeHTreHoBCKaga arnoxa’)



1665 - Robert Hooke (1635-1703)

“Micrographia”

2
=
-
e
<
=
>~
o
M
o
=
=
<
=
Q
:
t~
-
=
Q.
Q

=
-
ap]
R
M

O

cep BHYTpH HUX
(Bce MHOTOOOpa3ue GopM KpUCTAIIIOB

MO?KHO CBCCTH K TPEM HNJIX YCTBIPCM

KOMOWHAIIUAM
c(pepUUEeCKUX YaCTHII)




1669 - Nicolaus Steno (1638-1687)
(Niels Stensen)
«O TBEpABIX TEJIaX, MPUPOIOI0 BHYTPHU
APYTIUX TBCPAbIX TCJI 3aKITIOYCHHDBIX)

3aKOH MOCTOSAHCTBA YIVIOB MEXAY TPAaHSIMU KPUCTAJIOB KBapla






HOBTOpHOG OTKPLITHC 3dKOHA ITIOCTOAHCTBA YIJTIOB

1748 - M. B. JIoMmoHOCOB (KpUCTaJJIbl CEIUTPHI)

1763 - M. B. JIomoHOCOB (pyrue MUHEpaibl)

1772 - Rome de L’Isle (cambie pa3HOOOpa3HbIC BEIIEC
1772 (Kpuctannorpadus) - 110 BemecTs,

IIepBrii mpukiaagHoi roanoMeTp (Kapanxo)



19 Bek - oTpakarelibHbIE TOHUOMETPHI

* Hauano Beka - OqHOKPYKHbBIN
» KoHell BeKa - ABYXKPY>KHBIN (T€OI0IUTHBIMN )

PaboTa Ha OHHOKPYKHOM TOHHOMETPE
CPOJHU UCKYCCTBY (DEXTOBAJIbIIINKA

«Kpucranion3aMepeHnIo Hay4yaroTcs ¢ OONBIIMM TPYIOM,
a 4alle BCEro M COBCEM HE HAy4YAIOTCA
(M3 KHHATH 110 MUHEPAJIOTUH, U3aaHHOU B XIX Beke)»



[ OHNOMETPbI COBPEMEHHbBIX
ONQPPaKTOMETPOB

FOHNOMETP




Hnaest 0 nOCTPOEHUH KPUCTAIUIOB M3 OJIMHAKOBBIX
3JIEMEHTAPHBIX IAPAIICICIIUIICIOB

(Ha OCHOBaHMH HAOIIOICHUS SABICHUS CHAUHOCTU
B KpHUCTaJLIaX:
MCJIAHJICKOTO IIIIaTa, KAMEHHOM COJIH,
anMasa, (proopura, CIroabl, rpaduTa, rumnca u T. 1.)







HexoTtopsie U3 COAaBTOPOB HUIECH:

Opasm Bapromuua  Xpuctuan — Pews-XKioct Faton  Orroct bpass
(1669) [roitreHc (1784) (1811-1863)

(1677)

 lcaak HbOTOH
(1643-1727)

« Mwuxanno
JlomoHOCOB
(1763)



AHAITM3 CUMMETPA

J. Kepler (1619) "Harmonices mundi”
R. Penrose (Hayano 20-ro Beka)
KBasunkpuctannmieckme Mmo3anku
M. Frankenheim (1835)
O. Bravais (1848)
"PeweTtkn bpaBa"”
[.®. BopoHon (1889)
Pa3bneHne BopoHoro



[ pynnbl cCUMMETPUn

« To4yeuHble (Kpuctannorpaduyeckme Knacchbl)
A. B. lagonuH (1828-1892)
N.O.X. I'eccenb (1796-1872)

* [lpocTpaHCTBEHHbIE
L. Sohncke (165 rpynn, 1897)
E.C. ®enopos (230, 1890)
A. Schoenflies (230, 1891)
W. Barlow (230, 1894)



LLleHdprine

denopos



MCTOPUA
MccrnenoBaHUsA KpUCTannuyeckmnx

CTPYKTYP

(“nocnepeHTreHoBcKas anoxa’)







bparru




IlepBbiii nuppakromerp (Jlays, 1912r.) u nepBas
audpakTorpaMmMa KpucTalJjia MeJHOT0 Kylopoca

w‘." e 7o 7€ /{0’7\43‘44—







CoBpeMeHHbIE TUPPAKTOMETPbI







CTpyKTypouckaTernb


















Acta Crystallographica Section D
Biological
Crystallography

Editor: Jenny P. Glusker




JnexkTponHoe crpoenne (M°-C.H,),Cr




Kaptbl 3N B koMmnnekce (n>-PC,Me,)Co(n*-C,Me,)




«M30rHyTHIC CBA3M» B AMMHAKE: KAPTA JICKTPOHHOM IJIOTHOCTH (CJIeBa) U
(pparMeHT KPUCTAIMYECKON CTPYKTYPHI (cripaBa). MOHOKpUCTAJLI ObLI
BbIpallleH HeMmocpeacTBeHHO Ha TudpakToMeTpe IN SitU mpu moMoIIHM MeToaa
30HHOM IJIABKHU







CTpoeHune Bo30YXOEHHbIX COCTOSIHUM
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HobeneBckne naypearthil
(Punsnka)

1901 - W.C. Roentgen

1914 — Max von Laue

1915 - W.H. Bragg, W.L. Bragg

1937 — C.J. Davisson, G.P. Thomson
1986 — E. Ruska, G. Binning, H. Rohrer
1992 — G. Charpak

1994 — B.N. Brockhouse, C.G. Shull



HobeneBckne naypearthil
(Punsnka)

1901 - "in recognition of the extraordinary services he has
rendered by the discovery of the remarkable rays subsequently
named after him "

1914 — "for his discovery of the diffraction of X-rays by crystals"

1915 — "for their services in the analysis of crystal structure by
means of X-rays"

1937 — "for the experimental discovery of the diffraction of electrons
by crystals"

1986 — "for his fundamental work in electron optics, and for the
design of the first electron microscope”, "for their design of the
scanning tunneling microscope"

1992 — "for his invention and development of particle detectors, in
particular the multiwire proportional chamber"

1994 — "for the development of neutron spectroscopy", "for the
development of the neutron diffraction technique”






HobeneBckne naypearthil
(Xnmuns)

1946 — J.B. Sumner, J.H. Northrop, W.M.
Stanley

1958 — F. Sanger
1962 — M.F. Perutz, J.C. Kendrew
1964 — D.C. Hodgkin

1972 — C.B. Anfinsen, S. Moore, W.H.
Stein



HobeneBckue naypearthil
(Xnmuns)

1976 — W.N. Lipscomb

1980 — P. Berg, W. Gilbert, F. Sanger
1982 — A. Klugg

1985 — H.A. Hauptman, J. Karle

1988 — J. Deisenhofer, R. Huber, H.
Michel

2009 — V. Ramakrishnan, T.A. Steitz, A.
Yonath



HobeneBckne naypearthil
(Xnmuns)

1946 — "for his discovery that enzymes can be
crystallized®, "for their preparation of enzymes and virus
proteins in a pure form"

1958 — "for his work on the structure of proteins,
especially that of insulin®

1962 — "for their studies of the structures of globular
proteins"

1964 — "for her determinations by X-ray techniques of
the structures of important biochemical substances"

1972 — "for his work on ribonuclease, especially
concerning the connection between the amino acid
sequence and the biologically active conformation®, "for
their contribution to the understanding of the connection
between chemical structure and catalytic activity of the
active centre of the ribonuclease molecule”



HobeneBckue naypearthil
(Xnmuns)

1976 — "for his studies on the structure of boranes
Illuminating problems of chemical bonding"

1980 — "for their contributions concerning the
determination of base sequences in nucleic acids”

1982 — "for his development of crystallographic electron
microscopy and his structural elucidation of biologically
Important nucleic acid-protein complexes”

1985 — "for their outstanding achievements in the
development of direct methods for the determination of
crystal structures”

1988 — "for the determination of the three-dimensional
structure of a photosynthetic reaction centre”

2009 - "for studies of the structure and function of the
ribosome"






Kto nanee? MoxeT ObITb, KTO-TO U3 Bac?




HobeneBckne naypearthil
(MeguunHa)

* 1962 - F.H.C. Crick, J.D. Watson, M.H.F.
Wilkins, "for their discoveries concerning
the molecular structure of nucleic acids
and Iits significance for mformatlon
transfer in living material” i




Lndppakuma peHTreHOBCKUX Nyyent

AHanorms ¢ ontTuyeckou andpakumemn

YcnoBue KOHCTPYKTUBHOW MHTepdEepPEHLNN,
ycnosue Jlaya

ObpaTHasa pelleTka, NoCTpoeHmne ABanbja
YpaBHeHue Bynbda-bparros

HaxoxxgeHne napamMeTpoB 3N1EMEHTaAPHOW
AYENKN

AHanu3 To4eYyHon CUMMETPUN (MOUCK
KpUcTanmnmyeckom CUCTEMbI)



Lndppakuma peHTreHOBCKUX Nyyent

ATOMHbIN (PaKTOp pacceaHnsd
CTpyKTYypHas amnnutyaga

AHann3 NpocTpaHCTBEHHOU CUMMETPUN
(cucrtemaTunyeckme rnoracaHns pednekcos)

NHaonumpoBaHue pednekcos
[TorrowieHne peHTreHOBCKOro nany4yeHnst oopasuom

dakTopskl, onpeaenatoLlme MUHTEHCMBHOCTb
ONAPPaKLNOHHbBIX MAaKCUMYMOB

dakTopskl, onpeaenatoLwme dopmMy ANdpPakLMOHHbIX
MaKCUMYMOB



Lndppakuma peHTreHOBCKUX Nyyent

PacyeT andpakuMoHHOW KapTUHbLI MO N3BECTHOW
Moaenu

HaxoxaeHue CTpyKTypHOU Moaenu no
AnppakyMOHHON KapTUHe

YTO4YHEHNE KPUCTaJUTMHECKUX CTPYKTYP

Kputepumn kadecTtsa pacLUM@PpPOBKM U YTOYHEHUS
CTPYKTYpbl. ICTOYHUKM OoLLnOOK. CoBpeMEHHbIE
Ccnocobbl KOHTPOIA Ka4yecTBa Moaenu

OcHOBHble BapuaHTbl AN paKLMOHHbIX METOAOB
cnonb3oBaHMe pas3nnyHbIX BUOOB U3NyYeHUs

OCHOBHbIE 33a4K, KOTOPbIE NO3BOMSAOT peLlaTb
ANPpakLUnoHHbIE MeTOAb!

basbl JaHHbIX NOPOLLUKOBOW ANdpaKLmnm



[Ondppakyma peHTreHOBCKUX NyYeu

 AHanornga c gudpakLumen ceeta Ha
ONPPaKLMOHHON peLLeTKe

BTopnyHOWM paccesHne nponucxoauT Ha
9NEKTPOHHbIX 000No4YKax aTOMOB.

PeweTka bpaBa <« «andpakymoHHas
peLieTKka.

TpaHcnnpyemble parMeHTbl < «y3nbl
ONPPaKUMOHHOW pPEeLLETKMN»



BonHoOBOW nakeT

BonHOBOW nakeT \\\

To4yeYHbIN NCTOYHUK \ \ \ \ LLlenu kak

. e BTOPUYHbIE
NCTOYHUKM







NHTepdepeHuuns
BOSH OT pas3HbIX
Y4aCTKOB LUenu

t T t T
o= a2 -
—p- l »-
d — »- //
o~ . NHTepdepeHuus
- - BOSH OT pa3sHbIX
L Yy4acCTKOB LUenun
—>— >

[Mapatowmnm ny4ok

PaccesiHHbIe BOmMHbI



MHTepdepeHLUmss BTOPUYHbIX BOSIH

e OT pasHbIX y4acTkoB ¢ ATOMHbIN dpakTop
OA4HOro aToma paccesaHus, f,

* OT pa3HbIX aTOMOB « CTpYKTypHas
TpaHcnnpyemoro amnnutyga, F
ba3uca

*  OT HecKonbKuUx « BekTopHoe ycrnosue
rpynnMpoBOK aTOMOB andpakuum, ycnosue
(obpasyowmx 6asuc), Nays, ypaBHeHue
CBA3aHHbIX bparra (Bynbda-
TpaHcnaumeu Bparros)

peweTkmn bpaBa



PaccesHune yrnpyro, To €eCtb USMEHAETCA TOJIbKO HaripaBlrieHune,
HO HE AJ1INHAa BOJIHbI
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Makcmymbl
WHTEHCUBHOCTU

(pedonekcobl)
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[TonokeHne pediekcoB Ha
ondgopakTorpaMmme —
NHJOPMaLUSA O peLleTke
bpaBa (napameTpbl
anieMeHTapHON A4enkin)

VIHTEHCMBHOCTU PedNEKCOB

Ha gudpakTorpamme —
MHJOOPMaLMA O COCTaBe U
CTPOEHUN TPaHCNUPYEMOrO
basunca



Lndppakuma peHTreHOBCKUX Nyyent

AHanorms ¢ ontTuyeckou andpakumemn
YcnoBMe KOHCTPYKTUBHOW MHTEPMdEPEHLINN,

ycnosue Jlaya
ObpaTHas pelieTka, NOCTpoeHUe OBanbia
YpaBHeHne Bynbga-bparros

HaxoxxgeHne napamMeTpoB 3N1EMEHTaAPHOW
AYENKN

AHanu3 To4eYyHon CUMMETPUN (MOUCK
KpUCTansnyeckom CUCTEMbI)




BekTopHoe ycnosue aundpakumnm
(ycnosue Jlaya)

|

ecin R—BekTop penreTku bpasa,

R(k —k") = 2rm

—_

K —K' =

K

—




ObpaTtHas pelueTka

—

R—BekTop pemeTku bpass

RK = 27TM, M — IIEJI0E€ YHCIIO

—_

K —BeKTOp 00paTHOU PEILICTKH
R = n,b +
ha* kB * |6*

A\l
1




ANropmnTM HaxoxaeHnsa 6asncHbIX
BEKTOPOB 0OpaTHOWU peLleTKN

g = 2n 0XCl IR RK —onm e ¥R 1
alb x C}

6* _ 27‘[ [C_)X a]
alb xC]

- [a «b]
a[b X C]

K-R=(ha" +kb" +1€")(n,a+n,b +n,&) = 2z(hn, + kn, +1n,)



[Tpnmepsl

[IpuMnTUBHAA Kybndeckasa g4enka

— —

_)
ai =axX, ar =ay, as=az,



ObpaTtHas pelueTka
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MM@WT’W : e Ve
hk2
oceBble
A/’?_m'l
o ——= s
c-“/e/f dlc’?ed’h r\.ﬁﬁfdm = ,/
o o~ =
hk1
0 clioeBble
010 020
106 ; s A}
E}X210 110 — 123;— = - 040
30 amj/ e 240 h*
=2 2 340




[Tpnmepsl

[ paHeUEeHTpUpoBaHHasa Kybuyeckas sidemnka

4t 1 4t 1
=——(Y+Z-X), by=——-(Z+X-Y),
b, 2(y ), by 612( y)
4t 1
D, =—=-(X+y-12Z
3 a2( y—-12)

[n4a r.u.K. c napaMmeTpoMm YCITOBHOM SYENKM A obpaTHOM ABMSETCS 0.U.K. C
napamMeTpoM YCIOBHOWN SIYENKM Ant/ a



[Tpumepbl

ObbeMHOLEHTPMPOBAHHAA Kybuyeckasi a4eunka

OIIK

[n4a 0.u.K. C napamMeTpoM YCroBHOW A4enkn d obpaTHOM SABRAETCA I.U.K. C
napameTpom ycrosHoii sueitkn 47T/ A



[Tpumepbl

[ ekcaroHanbHag Kyon4yeckaa ayemnka

[1ns1 rekcaroHanbHOW A4YEnKN ¢ napamMmeTpamm s4enkn d n € obpatHoOW ABnNseTcs
rekcaroHanbHas sueiika ¢ napametpamu sueiiku 21T/C v 4r/+/3a



YpaBHeHMe bparra
(Bynbdra-bparros)

K=k'-k .

N I T 2d,,SINO =nA




BbiBoO bparros

S ik N3mepseTcsa B 9KCnepuMeHTe



[TocTpoeHne OBanbaa

ObpaTHaga peLleTka

Cdhepa 3Banbaa

Kaxxobin andopakumMoHHbIM MakCMMYM COOTBETCTBYET Y351y 0OpaTHOW peLleTKu



[TocTpoeHne OBanbaa

MeTopn Jlaya (nonnxpomaTtndeckoe UsrydeHue)



[locTpoeHve IBanbaa
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MeTog BpallatoLerocs Kpucranna
(MOHOXpOMaTUYECKOE N3NYYEHMNE)



[TocTpoeHne 3Banbaa

MeTtoq nopoLuka
(MOHOXpOMaTUYECKOE N3NYyYeHne)



Pa3auuHble cxeMbl IIPOBCACHUSA

MOPOIIKOBOI0 JU(PPAKIIMOHHOTO IKCIIEPUMEHTA

I'eomerpus bparra-bpenrano

‘. I 77~ . | TpaHcMuccHoOHHAsI
k) | m | reoMeTpus




)
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_— [ndppakumnmoHHble
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Makcnmymbl
NHTEHCUBHOCTU




STOE &0 nudpakromerp

JInHeVMHbIA NO3UIIUOHHBIN
NETEKTOP

Jlugppaxmomemp coemecmum

C memnepamypHvimMu Kamepamu
ANTON PAAR u BUEHLER




Cucrembl MOHOXpOMaATHU3aAIlM U KOJVIMMAIIUH

PCHTICHOBCKOI'O ITYIKA

Bruker Variol focusing monochromator for D-8 (Ge 111)

S= i |
-~ |
= |
N\ ot |
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:
y -

Kray
saurce -




Cucrembl MOHOXpOMATHU3AIIMHN U KOJUINMMAIINHU

PCHTICHOBCKOI'O ITYIKA

GOBEL Mirror

Detector
Gobel Mirror

Soller Blit

Bample

Xray source




OJIHOKAHAJIBHBIE JETEKTOPBI

Iopowkoewtit oughpakmomemp
Thermo ARL X'TRA

Peltier cooled Si(L1i) solid-state detector




[TO3UIINOHHBIE JETEKTOPDI

Gébel Mirror

// Position-
/ sensitive
detector (PSD)

Radial
Soller Slit

Xray Source

‘@{

Capillary sample




Inel CPS-120

Measuring angle range

Anode radius
Integral linearity

Angular resolution

Counting efficiency

120° (26)

250 mm
Within £0.2%

Within 0.08° FWHM (20)

Approx. 60% with CuKa-Ar-ethane gas
Approx. 70% with MoKa-Ar-ethane




STOE mudpaxkromerp ¢ reomerpuent /ledasi-Illeppepa

I1o3MIMOHHBIN TeTEKTOP
Image Plate PSD
YrioBoii untepBaj 140°

Hlar 0.01°




STOE nudpaxromerp ¢ reomerpuenn ledasa-Illeppepa

BricokoTemneparypHas
suetika (<1000 C)

I103ULIMOHHBIN 1eTEKTOP
Image Plate PSD




STOE xoMOumHupoBaHHbIN audpakromerp STADI MP

ESVILETRIC GE{111)
MOHOCHREOMATOR,

-
R
b e \
i L
1 "y
]
Ty

2 2

oy —/ H-RAY
e TUEBE

pE

N

Fosl1:

Fos 3

DIFFFLACTORETER POSITION — DIFFRACTORETER POSITION

BEAGH-BEENTANO MODE

FOCTIS ON SANMPLE

o




HUBER GmbH

CuKao,-u3j1yueHnue

Imaging Plate Guinier Camera 670

Intensity

8000;
7000;
6000;
5000;
4000;
3000;
2000;

1000 -

0 -

1200

1000

Intensity

400+

200

67,2 67,4 67,6 67,8 68,0 68,2 684 68,6 688
2Theta

_ lhllan.i T T T

HNurtepBan yrios 20 0 - 100°

Pa3zpemenune 0.1°

20

T

40 60 80
2Theta

1
100




JIBYyXKOOpPJIMHATHBIE IETEKTOPHI

Bruker GADDS System




ANTON PAAR GmbH

BbicokoTeMnepaTypHasi peHTTeHOBCKAas
KaMepa-KaTaJuTHYEeCKUIl peakTop

IIpeneannas Temmneparypa 900°C

Jasjenne raza 1 mbar — 10 bar

IToTox 10 40 a/4gac




ANTON PAAR GmbH

BbICOKO- 1 HUBKOTEMIIEPATYPHbIE PEHTI€HOBCKUE KaMepPbl

HTK-16
o 1600°C

TTK-450
Ha BO3/1yX€ 1 B HTHECPTHOM ra3sc -193C -+ 450C

2000°C B Bakyyme




RIGAKU XRD-DSC

Combines X-ray diffraction (XRD)

and differential scanning calorimetry (DSC)
in a single instrument

Intensity /arb, unit




RIGAKU MINIFLEX

Hacmonwvnutit nopoutkosutit ougpaxmomemp




STOE nudpaxromerp ¢ reomerpuenn ledasa-Illeppepa

BricokoTemneparypHas
suetika (<1000 C)

I103ULIMOHHBIN 1eTEKTOP
Image Plate PSD
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Lndppakuma peHTreHOBCKUX Nyyent

AHanorms ¢ ontTuyeckou andpakumemn

YcnoBue KOHCTPYKTUBHOW MHTepdEepPEHLNN,
ycnosue Jlaya

ObpaTHasa pelleTka, NoCTpoeHmne ABanbja
YpaBHeHue Bynbda-bparros

HaxoXXgeHue napamMeTpoB 3N1EMEHTAPHOW
A4YENKU

AHanu3 To4eYyHon CUMMETPUN (MOUCK
KpUCTansnyeckom CUCTEMbI)




OnpenenexHve napameTpoB
aNeMeHTapHON A4YENKN

. 2n =, A4x?
K==, K==
dth dhkl

K=ha +kb" +I¢

Tk _ *

1K P=h2a™? + k22 +12c™2 + 2hkah " + 2hIa"c" + 2kb'T



OnpepeneHne napameTpoB
aNeMeHTapHON A4YENKN

Kybunyeckas syenka bpaBa

o x 272-_) — % 27Z-_> % 27Z'_>

a =—X, b=—y, C=—172
a a a

Ar° , 4zt ., An® ., Ax°
—=h"" +K—+ 17—
di a’ a a

i_h2+kz+l2

2 2
d hkl d




OnpegeneHne napamMmeTpoB
aNeMeHTapHON A4YENKN

TeTparoHanoHaga a4yenka bpaBa

1 hP+k? I
2 2 b2
hkI a C

Pombunyeckas ssdenka bpana

1 h? k2 |2
d2, a®> b> ¢




OnpenenexHve napameTpoB
aNeMeHTapHON A4YENKN

TpuroHanbHasa 1 rekcaroHasnbHble a4enkn bpaBa

2
iz =ﬂ(h2+k2+hk)+(3j 12
dy, 3 C

MoHoKnMHHaa a4yenka bpaBa

L, 22 n? k2 |12 2hlcosp |
Sin“ 0 = Tt ot — —
4 1a°sin“B b° c°sin“B acsin“f




OnpenenexHve napameTpoB
aNeMeHTapHON A4YENKN

TpukNnHHaa a4yenka bpaBa

2
sin‘ 0 = %[hza*2 +k?b™ +1%c* +2kIb'c cosa”

+2lhc™a” cosp” +2hka b cosy’]

1 : « COSPBcosy—cosa
a :\7bcsma, cosa =

sin3sin vy
« 1 : « COSyCOSo —COS
b =-—casina, Cosp = y_ _ b
V sin ysin o
« 1 : « COSo.COSP3—cos
c =—absiny, COSYy = _ B_ Y
V sin asin 3

V = abcy/1+ 2¢0s 0 cosBcosy — cos? o, — cos? B — cos? y



Lndppakuma peHTreHOBCKUX Nyyent

AHanorms ¢ ontTuyeckou andpakumemn

YcnoBue KOHCTPYKTUBHOW MHTepdEepPEHLNN,
ycnosue Jlaya

ObpaTHasa pelleTka, NoCTpoeHmne ABanbja
YpaBHeHue Bynbda-bparros

HaxoxxgeHne napamMeTpoB 3N1EMEHTaAPHOW
AYENKN

AHanms3 TodevYHon CUMMETPUN (MOUCK
KpUCTanan4yeckom CUCTEMbI)
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To4ye4yHass cummeTpust obpaTHOW peLLETKN coBnagaeT C
TOYEYHOU CMMMETPUEN pelleTkn bpaBa, KOTOPOU OHa
COOTBETCTBYET

TovevyHaa cnmmeTpus andpakuMoHHON KapTUHbI OTpaXxaeT
CUMMETPUIO 0bpaTHON peLleTKn

To4yeyHasa cummeTpua andopakuMoHHOM KapTuHbl (Jlaya-knacc)
= KpucTtannorpaguyeckmun Knacc CTpykKTypbl + MHBEpPCUS

OnpepgeneHne Kpuctaninvyeckom cMctemMsnl No
andpakuMOHHbIM AaHHbIM NPOBOAUTCA NMYTEM aHanmsa
NPUCYTCTBUA MOBOPOTOB N OTPaXeHU, COBMELLIAOLLNX C COBON
aondopakrtorpaMmmy

[ns 3aTOro aHanusa Ba)kHa opueHTauma kpuctanna (=
oOpaTHOM peLleTKn) OTHOCUTESNbHO NaJatoLero ny4vka



CuMMeTpUYECKn aKkBMBarneHTHble pedorieKkchbl
(AMdppakUMOHHbIE MAaKCUMYMbl)

[HenctByem Ha y3en obpaTHOWN peLLETKH,
(hkl), onepaunamm cummeTpum Jlaya-
Kracca v nofiydaem Bce 3KBUBASIEHTHbIE
pedfiekcbl Ana gaHHoro Jlaya-knacca

dpunageneBcKkne 3KBUBASEHTHI:
(hkl) < (-h,-k,-I)



CuMMeTpUYECKn aKkBMBarneHTHble pedorieKkchbl
(AMdppakUMOHHbIE MAaKCUMYMbl)

[HenctByem Ha y3en obpaTHOWN peLLETKH,
(hkl), onepaunamm cummeTpum Jlaya-
Kracca v nofiydaem Bce 3KBUBASIEHTHbIE
pedfiekcbl Ana gaHHoro Jlaya-knacca

MoOHOKNMMHHAaA cuctema:

(hKI) < (-h,-k,-]) <
(h,k,I) < (-h,k,-I)

KK: 2 unmm m nnm 2/m JIK: 2/m




CuMMeTpUYECKn aKkBMBarneHTHble pedorieKkchbl
(AMdppakUMOHHbIE MAaKCUMYMbl)

[HenctByem Ha y3en obpaTHOWN peLLETKH,
(hkl), onepaunamm cummeTpum Jlaya-
Kracca v nofiydaem Bce 3KBUBASIEHTHbIE
pedfiekcbl Ana gaHHoro Jlaya-knacca

Pombunyeckaga cucrema:

(hKI) < (-h,-K,-1) <> (h,-k,]) < (-h,k,-]) <
(-h, k, I) & (h, k, -1) < (-h,k,I) < (h,k,-])

KK: 222 nnm mm2 vnm mmm JIK: mmm



Lndppakuma peHTreHOBCKUX Nyyent

ATOMHbIU (haKTOP paccesiHUs
CTpyKTypHasa amnnutyaa

AHann3 NpocTpaHCTBEHHOU CUMMETPUN
(cucrtemaTunyeckme rnoracaHns pednekcos)

NHaonumpoBaHue pednekcos
[TorrowieHne peHTreHOBCKOro nany4yeHnst oopasuom

dakTopskl, onpeaenatoLlme MUHTEHCMBHOCTb
ONAPPaKLNOHHbBIX MAaKCUMYMOB

dakTopskl, onpeaenatoLwme dopmMy ANdpPakLMOHHbIX
MaKCUMYMOB




ATOMHbBIN PAKTOP paccedaHUs
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[lapamMeTpbl aTOMHbIX CMELLEHUN

U — cpeaHas amnnuTyaa konedaHum
U — TemnepaTtypHbIN oakTop

f'=f-exp{_27z ! }—* f’:f-exp{—27z2Ud*2}
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AHU3O0TPOMNHbIE CMELLEHNA

272 (Uyh?a*+U ,k 2b™ +U 5,5l 2c ™2 +2U ,5kIb*c* +2Uzhla "¢ * +2U ,hka*h*)

f'=1.e

dopma 1 pasmep anamncongoB — MHAMKaTOP KavyecTBa
Mo4enu, y4eta nornoLweHns, BepHOCTU copTa aToOMOB,
Hannuna decrnopsaka, Mepa UCTUHHbBIX aTOMHBbIX
CMELLEeHUN



[ 1noxue annuncoungbl

Bce annuncounabl HernpasuIibHOMN
doOpMbl HE KOPPENUPYIOT C
HanpaBfieHNEM CBA3EN

OTpenbHble annunconabl CIINLWLKOM
MalieHbKune Ui gaxe
oTpuuaTtTesibHbie

OToenbHble annuncouabl CrULWLKOM
oonbLune

OTaenbHbIN annuncoung MeeT
doopmy, NULLEHHYIO PN3NYECKOro
cMmbicna (curapoobpasHas,
oTpuuaTenbHbIN 3NNUNconad, NOCKNN

nT.4a.)

[1r10X01 y4eT nornoLeHnsa npu
aHN30TPOMNHOW phopMe KPUCTasoB U
CUIbHOM MNOrNOLWEeHNn

Ha atom mecte gomkeH ObiTb bonee
TSXKENbIN aTOM

Ha atom mecte gomkeH ObiTb bonee
nerknm atom, NMbo no3numsa 3aHdaTa
YyacTU4YHO, NMOO BOOOLLE He 3aHATa

[1noxmne gaHHble (Mano pedekcos
Ha napameTp O719 aHU30TPOMHOro
YTOYHEHUS), pa3ynopsigoveHme,
owmnbo4vHoe onpeneneHne
NPOCTPAHCTBEHHOW rPYrnbl, A4ENKN,
NBOWNHMKOBaHMeE






%

Fig. 5.1 Anisotropic displacement parameters of a disordered ethyl group on the left without and on
the right with modeling of the disorder (empty lines for the minor component). If the disorder is

ignored, the refinement program tries to describe both atom positions with one ellipsoid, giving rise to
a cigar-shaped probability ellipsoid.



Fig. 5.7 Disordered CH; hydrogen atoms bonded to the non-disordered atom C(12). Left: major
component (PART 1), middle: both components of the disorder, right: minor component (PART 2).



O yem roBopuT BMA
annuncongoB?

(©)

H(1) C(1) N(1)

Fig. 15.11.  Ellipsoid plots for Exercise 15.1.



Lndppakuma peHTreHOBCKUX Nyyent

ATOMHbIN (PaKTOp pacceaHnsd
CTpyKTYpHas amnnuTyaa

AHann3 NpocTPaHCTBEHHOW CUMMETPUN
(cncrtemaTnyeckme noracaHnsa pedgnekcos)

NHaonumpoBaHue pednekcos
[TorrowieHne peHTreHOBCKOro nany4yeHnst oopasuom

dakTopskl, onpeaenatoLlme MUHTEHCMBHOCTb
ONAPPaKLNOHHbBIX MAaKCUMYMOB

dakTopbl, onpegenatoLwme opmy AndPpakLyMOHHbIX
MaKCUMYMOB
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o1 1 .1
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CTpyKTypHas amnnutyaa

© ¢ © © © i

o— < . { @i = Zﬁ(hxi +kyz +lZi)
o © C © © ! ¢ l@

——————0 T Je=fsiw F (Atomi)=f. -e

| ¢ !

ol %l ] ] e\ —

O—r O T —— A =fcos @

F (Atom i) = f.(cos®, +isn®.)= A. +iB. B
' (Atom i) = f( ;i ;)= 4; +iB, | F =+ A%+ B> qﬁzarctanz

(4. = f,cos®,; B =f smn®,)

F = Z f{cos2x(hx, +ky, +1z)+isin 27(hx, +ky, +1z,)} FUk)= Zf expl27i(hx, + ky, +1z,)]

Zifl.smcb ZB

— arctan

@ = arcta Zlfl cosd ZAZ,

OkcnepuMMeHT gaeT Tonbko kBagpatbl amnnmtyg (I~ F2?),
da3sbl 0OCTalTCA HEN3BECTHBLIMA




CucrtemaTunyeckme noracaHus

[{leHTpUpOBKA Ycnosua HabnwgaemocTu
pedSIEKCOB

| h+k+l = 2n

F Bce cymmor h+k, k+I, h+l =2n

A K+| = 2n

B N+l =2n

C n+k = 2n




CucrtemaTnyeckme noracaHus.
YcnoBusi HAbnwgaemMocTu pedofiekcoB

(CJ10€eBBIE alyY clY nlyY
hOl h=2n | = 2n h+| = 2n
hkO alZz blZ nlZz

h=2n kK=12n h+k=2n
Okl bl X cl X nlX
k=2n | = 2n kK+I=2n




CucrtemaTnyeckme noracaHus.
YcnoBusi HAbnwgaemMocTu pedofiekcoB

OceBhIe 2| X 2.l'Y 2/l Z
h0O h=2n
0kO K=2n

00l | = 2n




Lndppakuma peHTreHOBCKUX Nyyent

ATOMHbIN (PaKTOp pacceaHnsd
CTpyKTYypHas amnnutyaga

AHann3 NpocTpaHCTBEHHOU CUMMETPUN
(cucrtemaTunyeckme rnoracaHns pednekcos)

iHOuUMpoBaHUE pedreKkcoB
[TorrowieHne peHTreHOBCKOro nany4yeHnst oopasuom

dakTopskl, onpeaenatoLlme MUHTEHCMBHOCTb
ONAPPaKLNOHHbBIX MAaKCUMYMOB

dakTopskl, onpeaenatoLwme dopmMy ANdpPakLMOHHbIX
MaKCUMYMOB




MHanumnpoBaHne pedneKkcon

 MoOHOKpUCTaNbHbIU 3KCNEPUMEHT —
noabop BEKTOPOB TpaHCNALUNN NS
obpaTHOM peLleTKn, cpasy HaxoaAaATCH
nigekcol (hkl) gandopakyMoHHbIX
MaKCMMYMOB, NapaMeTpbl SN1EMEHTAPHOM
SYENKN N MaTPULIA OPUEHTALIUN,
CBA3bIBalOLLAaA OPUEHTALIMIO OCEN AYENKN
bpaBa 1 nabopaTopHyo cucTtemy
KoopAuHaT, NPUBA3AHHYIO K

OndopakTomeTpy




Pa3neneHne KOMNOHEHTOB




COop OaHHbIX




MaTpuua opueHTaumm

X=Ah

a b c a-a a-b a-c

A=la b (A'A)=|b-a b-b b-c
Y Y Y

a* b* C* c-a C'b cC-C

z =tan™! z ) (omega = theta),
x? +y? BucekTopmnansHoe nonoxeHue




NMHouumnpoBaHue pedriekcoB

* [lopoLIKOBLIN 3KCMEPUMEHT — B 00LLIEM Cry4ae,
HEeT OHO3HAYHOro peLleHu

* AnropuTMbl OCHOBaHbl Ha aHann3e CooTHoLEHUA d
Ansa nepBbiX ped1eKCoB HA NOPOLLIKOBOW
andopaktorpamme n nogbopa napamMeTpoB
aNnemMeHTapHOU S4YenKkn, COOTBETCTBYHOLLUX OTUM

COOTHOLLUEHUAM C Y4ETOM CUCTEMATUYECKUX
rnoracaHuu

« Kputepuun npaBunbHOCTU UHONLIMPOBAHUS: ?7?7?7?



TunnyHblie npodbnembl

Hanunune «nnwHmnx» pedsiekcos (npumecn)
[Tnoxoe paspelueHune

Hnskaa ToOYHOCTb N cnucTtemaTnveckas
oLUMDOKa B onpeaerieHnn nonoXxeHuns
pedneKCoB

«HepocTatowme» (cnabble) pedriekcsl,
0CODEHHO — caMble NepBbIe

LLInpokune pednekcol, «HeMpaBuUnbHbIEY»
npodonnu



Lndppakuma peHTreHOBCKUX Nyyent

ATOMHbIN (PaKTOp pacceaHnsd
CTpyKTYypHas amnnutyaga

AHann3 NpocTpaHCTBEHHOU CUMMETPUN
(cucrtemaTunyeckme rnoracaHns pednekcos)

NHaonumpoBaHue pednekcos
[TornoLweHne peHTreHOBCKOro 1U3nyyeHmnsi obpasLom

dakTopskl, onpeaenatoLlme MUHTEHCMBHOCTb
ONAPPaKLNOHHbBIX MAaKCUMYMOB

dakTopbl, onpegenatoLwme opmy AndPpakLyMOHHbIX
MaKCUMYMOB




YyeT nornoweHus

dl/1=pdx, also I=1e "™

C

110 Too , | 110
o> P S b dopmyna pacyeTa u
A BrinsHue A

| [}

UncneHHble nonpaBku AnbTepHaTmBa:

[Tcn-ckaHmpoBaHue (aMmnupuyeckasi nornpaska)



[Tpumepbl

* MOHOKPUCTaNbHbIN
* MOPOLUKOBbIN (3KpaHUPOBaHME B CMECHX)



Lndppakuma peHTreHOBCKUX Nyyent

ATOMHbIN (PaKTOp pacceaHnsd
CTpyKTYypHas amnnutyaga

AHann3 NpocTpaHCTBEHHOU CUMMETPUN
(cucrtemaTunyeckme rnoracaHns pednekcos)

NHaonumpoBaHue pednekcos
[TorrowieHne peHTreHOBCKOro nany4yeHnst oopasuom

daKTophbl, onpegenatume MIHTEHCMBHOCTb
ONPPaKLMOHHbLIX MAaKCUMYMOB

dakTopbl, onpegenatoLwme opmy AndPpakLyMOHHbIX
MaKCUMYMOB




MHTEeHCMBHOCTbL AN PaKLUMOHHLIX MAaKCUMYMOB.
1. MOHOKpUCTanbHbLIN 3KCMEPUMEHT

I, =[I

N —2U, +U,)]/t

Brutto

P=(1+cos”20)/2

be3 moHoxpomaTopa

P=(1+Kcos”20)/(1+K)

C rpacpnToBbIM MOHOXPOMATOPOM

LP =(1+cos” 20)/2sin 20

Fo — \/]Netto /LP



MHTEeHCMBHOCTbL AN PaKLUMOHHLIX MAaKCUMYMOB.
1. [TOpOLUKOBbLIN 3KCNEPUMEHT

I, =[I

N —2U, +U,)]/t

Brutto

P=(1+cos”20)/2

be3 moHoxpomaTopa

P=(1+Kcos”20)/(1+K)

C rpacpnToBbIM MOHOXPOMATOPOM

LP =(1+cos” 20)/2sin 20

Fo — \/]Netto /LP



[ eHepauuns peHTreHOBCKOro
N3nyyeHns
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OcCHOBHble BMAbI N3JTYHEHUNA

PeHTreHoBCKOE n3nyyeHue

HenTpoHbI
ONEKTPOHbI

OcHOBHbIE BUabl 0Opa3LOoB

MoHoKpucTtannbl

[TonukpucTtannel (MOPOLUKN, WNndbl,
CPOCTKMN)

[TneHkun



MICTOYHUKN PEHTIEHOBCKOIO
N3ny4yeHns

» JlabopaTopHble PEHTIEHOBCKNE NCTOYHUKMN:
— 3anasHHble TPYoKu
— reHepaTtop C BpaljaloLLMMca aHO40M

* CUHXPOTPOHHOE U3NYy4YeHMne



Mo Cu Fe
K 0.70926 1.54051 1.93597
K 0.713543 1.54433 1.93991
K_ 0.71069 1.54178 1.93728







) —s

Intensity (arbitrary units

(@)

840 s4s 50




OcCHOBHbIe aTanbl

laxoxxgeHne nHagekcoB hkl ana pedgnekcos

OnpepnenexHne napameTpoB S1IEMEHTAPHOU
AYEe KU

OnpegenexHne KpUcTansn4yeckomn CUCTEMBI
OnpepneneHune Jlaya-knacca

Onpepgenenne NpocTPaHCTBEHHOW rpynnbl
CUMMETPUN

OnpepgeneHne KoopanHaT aToMOB U
napamMeTpoB aTOMHbIX CMELLEHUNN



OCHOBHbIE 3agaun
anpakUMOHHbIX nccreaoBaHUM

PeHTreHoda3oBbIN aHanuM3
PeHTreHOoCTPYKTYPHbLIN aHanmsa

iccnenoBaHmne npoueccoB (YTO NPOMCXOOUT, C KaKoW
CKOPOCTbI0, KakoBa MOPAOormsa NpoayKToB,
MeXaHWU3Mbl NpeBpaLLeHnin)

iccnepgoBaHume pasmepa Yactul
lccnegoBaHne agedeKkToB
iccneooBaHmne npemmyLLeCcTBEHHOW OpUeHTauum

iccneooBaHne CBOUCTB (TEH30PbI TEPMMUYECKOrO
pacLUMpeHns, yrnpyroro cxaTtus, ap.)

AiccnepoBaHue XMMUYECKOW CBSA3UN U CTPOEHUS
BO30Y>XOEHHbIX COCTOSIHUN



ba3bl AaHHbIX MOPOLLKOBOW
PEHTreHOBCKOW Andpakuunm
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