BeeaeHue B b1Monornyeckyro
Kpuctannorpaguio

Jlekumnga 3, 2024 r.

Bnagunmup KOpbesuy JTYHUH

NHcTtutyT Matematuyeckux lNpobnem buonornn PAH

(bunnan Nuctutyta lNpuknagHon MaTtematunkm
nm. M.B. Kengbiwa PAH)

[TywmHo



[OnppakUNOHHbIN SKCNEPUMEHT

‘peHTreHorpamma’
(“image”’
“frame”)

reflection

PEHTreHOBCKOe
N3ny4eHue;

OTPaXXeHue;
pedonekc

* N3MEPSEM MHTEHCUBHOCTL (3HEPIUID) «OTPaXXEHHbLIX» OT
oObeKkTa nydenu;

e BpalleHne obbeKkTa — TPEXMEPHbLIN HADOP AaHHbIX;

e pa3Hble 0OBLEKTLI — pa3Has KapTuUHa pacCeaHuns;

* XOTUM «BOCCTaAHOBUTbY» CTPYKTYpY obbekTa.
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BonHa Ha geTtektope:

E (£;6,,0) = E(t;s)zRLEOF(s)sin{zn(R;d —vtj—(p(s)}

s—d

6—0
S = . 0 - BekTOp paccesHus, nHdopmMaLmns 06 3KCNEPUMEHTE;

F(s).p(s) CTPYKTYPHbIN pakTop, MHpopMaLna 0 B3anMHOM
& PacnonoXeHUN SNEKTPOHOB;

N3mepsaeTcs MHTEHCUBHOCTb (3HEpPrmnsa) paccesiHHbIX BOIMH

I(s) = (;—E_"d)z F2(s)At o« F2(s)

OKCNepuUMeEHT AgaeT Habop BENMUYMH MOAYIIEN CTPYKTYPHbIX
doakTopoB F(S) Ans pasHbIX BEKTOPOB pacCesHuns S.

UHdopmauusa o pasax ¢(s) B «cTaHAAPTHOM»
3KCNepuMeHTe TepseTcs.



PeHTreHOBCKUN 3KCNEPUMEHT C 4

MOHOKPUCTAIINOM MO3BOMAET USMEPUTb 4 p
MHTEHCUBHOCTb BOSH, PAcCEAHHbIX B P ‘/’
HanpaBneHusax, onpeaensaemblx A ©
YCITOBUSIMUA. 1111 iy /by 1111
h=(s,a) , k=(s,b) , I=(s,c) - uenbie .

5=(00-0)/A hk,| - uenble

r=xa+yb+zc

AmMnnutyga u dpasa paccedaHHOM BOSMHbI 3aBUCAT OT pacnpeneneHusd
SNEKTPOHHOM NSIOTHOCTM B 3NieMEeHTapHOW S4Yenke n MoryT ObiTb
paccyuTaHbl Mo oopmMynam

~ By
Foa = \/Aﬁkl + Bﬁkl 19 P = H

A = j p(x, y,z)cos|27z(hx + ky + 1z)Jdxdydz
Vv

B, = j p(x, y,z)sin[27z(hx + ky + Iz)]dxdydz
Vv



PeHTreHOBCKUN 3KCNEPUMEHT C 4

MOHOKPUCTaNoOM No3BoMnseT M3MepuThb ‘ )
MHTEHCUBHOCTb BOJTH, PACCESHHbIX B e ‘/'
HanpasBneHnax, onpegensaemMbixX A ©
ycriosusimu (Mays — bparra — Bynecba):  JRET 2,7 /b/ 1111
h=(s,a) , k=(s,b) , I=(s,c) - uenbie .

5=(00-0)/A hk,| - uenble

r=xa+yb+zc

AmMnnutyga u dpasa paccedaHHOM BOSMHbI 3aBUCAT OT pacnpeneneHusd
SNEKTPOHHOM NSIOTHOCTM B 3NieMEeHTapHOW S4Yenke n MoryT ObiTb
paccyuTaHbl Mo oopmMynam

~ By
Foa = \/Aﬁkl + Bﬁkl 19 P = H

A = j p(x, y,z)cos|27z(hx + ky + 1z)Jdxdydz
Vv

B, = j p(x, y,z)sin[27z(hx + ky + Iz)]dxdydz
Vv



CTpyKTypHble dbakTopbl, oTBevarowme bparroBckum pedonekcam
coBrnagalwT C KoadppuumeHTamMn B pasfnoxeHun B psg dypbe
doyHKUMKN pacnpeneneHns aneKTPOHHON MIOTHOCTH.

P(X’ Y Z): Z Fo COS[Zn(hX+ Ky + IZ)_(Pth]

hkl

yenvle

3HaHMe 3HadeHnn moayrnen u das CTPYKTYPHbIX 0akTOpoB OdaeT
BO3MOXHOCTb  paccyutatb "cuHTe3 Dypbe  3NeKTPOHHOMU
noTHoCTK"

Ps (X Y, Z Z Fo COS[Zﬂ(hX +Ky + IZ) §0hk|]

(hkl)es

CuHTe3s dypbe paccunTbiBaeTCs No Habopy pedonekcoB S, Ans
KOTOPbIX M3BECTHbI N MOAYNN N dda3bl CTPYKTYPHbIX paKTOPOB.

PacueT 3Ha4deHnn dpas aBnseTcs LeHTparibHOM,

“Pa3zoBou npobnemon’
npu pacwundgposke CTpyKTypbl MeTtogom PCA



das3oBasi npobnema

MonekynsapHoe 3amelleHune
Molecular Replacement (MR)

MHoXecTBeHHOE N30MOpPdHOE
3aMelleHne

Multiple Isomorphous
Replacement (MIR)

MHorososfiHoBoe aHoMarnbHoe
paccesHune

Multi-wavelength Anomalous

Dispersion / Difraction (MAD)
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«Mpsasmoe» n «0bpaTHOE» NPOCTPaAHCTBA
Real and reciprocal spaces

ba3uc obpamHoz20 ripocmpaHcmaa
{a".b",c} (a*,a):l, (a*,b): 0, (a*,c): 0
(b",a)=0, (b",b)=1, (b",c)=0

(c*,a): 0, (c*,b)z 0, (c*,c):l

*

KoopoOuHambl eekmopos

r = xa+yb+zc s = ha™+kb*+Ic”
x=(r,a*), y=(r,b*) , z=(r,c*) h=(s,a), k=(s,b) , I=(s,c)
CkarnsipHoe rnpou3sedeHUe 8€KmMopos Ycrnosus dughpakyuu Jlays

(r,s) = hx + ky +lz s € R’



Pa3pelwieHune cuHTe3a Pypbe

PaspelueHne — popmarnbHasa xapaktepmuctmka. OHa yunTbiBaeT
TONbKO KOSIMYECTBO BKITIOYEHHbLIX B paboTy pedonekcosB n aaet
TEOPETUYECKYIO OLIEHKY Ka4yecTBa «naeanbHOro» CUHTe3a.
OwWwmnbKKN B NCNOMNb3yeMbIX 3HAYEHUSAX CTPYKTYPHbLIX pakTOpOB
yXyaLwarT Bu3yasribHOe Ka4eCTBO CUHTE3a.

PaspelueHne gaeT oueHKy BeNnMYnHbl Habopa cobpaHHbIX
9KCNepuUMeHTanbHbIX OaHHbIX N BU3yanbHOro Ka4yecTtsa KapT.
OHO He coBnagaeT ¢ TOYHOCTbIO OnpeaeneHnst KoopanHar.

[Mpn pabote ¢ Habopom JaHHbIX
paspelueHunst 2A, TMNMYHON oLEHKOW
TOYHOCTU onpeaereHnss KoopgmHar
aTOMOB MNOCIe YTOYHEHUA SBMNSETCS
BernmumHa 0.02A.

RNAse sa, 2.5A, MIR
\ model shift 0.7A




['apmonuka Oypue

H. (r)= cos|2m(hx + ky + 1z )] = cos[2x(s, r )]

r=xa+yb+zc
h=(s,a),k =(s,b),l =(s,c)

MOCTOsAAHHA Ha
MNOCKOCTSX,
nepneHanKynapHbIX
HanpaBIIEHUIO S

0O r

Paspenienne, COOTBETCTBYIOIIIECE
rapMoHuke Oypbe

d — i - pacCTOSHHME MEKLY COCEHUMU
‘3‘ MAaKCHMYMaMH B HAIIpaBJICHHH S;
g 2sin 6 A
A 251N 0

AnA
VY

CMHyCcounda BOOJIb HarpasJleHnA S




CuHTes CDypbe 3NIeKTPOHHOMW NJIOTHOCTYU

p() = 7 ZF(S) cos(2m(s, 1) — ¢(s))

Paspeuwienue, coomgemcmeayioujee

pechnexcy S Buvicokoe paszpewenue:
* OOJIBIIINE YIJIbI;
H¢(r) = cos 27 (S, r ’
s(r) ( ) * Maibie d;

Huskoe pa3pewenue:.

* Oompmme s. * Mallbl€ yIIIbI;
* Ooupmmue d;
* Mable S.

— = PacCTOSTHUE MEXKAY COCETHUMU
S MAaKCMMYMaMH{ B HAIIPaBJICHUU S;

20 — yron Mo — o,
paccesHus _
A |6 — 0| =25in0




Hzo06panxcenue obnacmeii  evicokoii naomuocmu Ons | X-ray structure analysis

benxa Protein G, nonyuennvlie na ocHose cunmeszos
Dypve pazrnozo paspeueHus
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PaspellieHne Habopa CTPYKTYPHbIX PaKTOPOB, U3MEPSEMbIX B
peanbHOM  3KCMEpUMeHTe,  OnpeaensieTtcs  KayecTBOM
Kpuctanna.

crambin, 0.54 A (Teeter et al., 1993); 0.48 A (2011)
antifreeze protein, 0.62 A (Ko et al., 2003);
aldose reductase, 0.66 A (Howard et al., 2004)].

REMARK 3

REMARK 3 DATA USED IN REFINEMENT.

REMARK 3 RESOLUTION RANGE HIGH (ANGSTROMS) : 1.4
REMARK 3 RESOLUTION RANGE LOW  (ANGSTROMS) : 30.0
REMARK 3 DATA CUTOFF (SIGMA (F)) : NONE
REMARK 3 COMPLETENESS FOR RANGE (%) : 97.0
REMARK 3 NUMBER OF REFLECTIONS : 53449
REMARK 3

Resolution < ™~ N o O
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KomMOUHMpPOBaHHbIE cuHTe3bl Pypbe

da3oeas npobriema.
Memo0O mosieKynisipHO20 3aMeuw,eHUs

[lporpamma OencTeun:

* HAUTKN B BaHKe CTPYKTYp BEnoK C NoXoxen
nocnenoBaTenbHOCTLIO U yXXe U3BECTHOW CTPYKTYPOU;

* ONA Mmogenun n3 6aHka nogobpaTb oNTUManbHY OPUEHTaLUMIO
1 NONOXeHne B A4YenKe nccrnegyemoro Kpucrtanna

* N3BECTHYIO CTPYKTYPY MCNOSb30BaTh B Ka4eCTBe NepBoro
NPMONMKXEHNST K UCKOMOW CTPYKTYpeE; paccynTaTtb dasbl;
MOCTPOUTb KOMOMHMPOBAHHBLIN CUHTE3 Dypbe (FOobs, pPDPB);

* BHECTU KOPPEKTUPOBKU B MOAeNb B COOTBETCTBUU C
pacCYUTaHHbIM CUHTE30M.



Kak "nokasartb" pacnpegeneHme anekTpoHHOU

MIOTHOCTN?

X,Y,2)= P, - NOBEPXHOCTb

Perit— -

crit— -



c — WwkKana (o-scale, z-score)

B i JP ny - CpeaHss AfIeKTPOHHAas NNOTHOCTbL B
‘ ooObekKkTe

G - cpegHeKBagpaTu4Hoe

f(p(r) (p))2dV,. OTKINOHEHMe NNOTHOCTN (OT
\ vl cpegHero), r.m.s.d;

_ pcrit o <p> " ]
crit — - YPOBEHb CPE3KN B CUITMaX
o




KomMmbunHmnpoBaHHble cuHTE3blI Pypbe
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KomMmbunHmnpoBaHHble cuHTE3blI Pypbe
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KomMmbunHmnpoBaHHble cuHTE3blI Pypbe
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KomMmbunHmnpoBaHHble cuHTE3blI Pypbe
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KomMmbunHmnpoBaHHble cuHTE3blI Pypbe
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«KomOuHMpoBaHHbIE» CUHTE3LI DYpbeE.
KoppeKkTnpoBka aTOMHOW MOZENW.

«TOYHaA»
CTPYKTYpa

obs true
@ S

Moaenb

‘ F calc ¢ calc

KOMOWHUPOBAHHbIN
cuHTE3 Dypbe

> 5>

/'D\ /C.\ [F obs @ calc

* MOXXeM 0obaesrisimb 8 MOO€EsIb «[M0OMEPSIHHbIE» amoMbl
* MOXXEM yoarsme U3 MOOesiU «HernpasusibHbIE» amombl



«KoMOMHMpoOBaHHbIE» CUHTE3LI DYyphbeE.

«TOYHaAA»

CTPYKTYpa F obs @ true

MoAenb F calc calc

KOMOWHUPOBAHHbIN
cuHtes dypbe

>8>

PA3HOCTHbIW

A~
-
JAN

%‘\ [F obs @ calc
\C./ [ obs_Fcalc g calc
«2-1»
2F°-F¢
cuHtes dypbe

>

2F obs_ |:ca|c @ calc
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Jerome Karle Gerbert Hauptman

|:Kar|e, [ Hauptman,

(pKarIe (pHauptman
YTto BaXXHee ans
N300paxeHuns:
moaynu nnu gasbi?

FKarle, [ Hauptman,

(pHauptman (pKarIe

R.Read http://www-structmed.cimr.cam.ac.uk/Course/Fourier/Fourier.ntml



B3BelleHHble CUHTE3blI Dypbe

b |
Fokt s Pr - cuHTe3 dypbe

W, F2°, o - B3BELUEHHbIW CMHTE3 Pypbe (YeM HaaexHee
onpegerneHa gasa, TeMm bonbLLUe BEC W, )

obs calc __calc Y
2F. — F“° o0 - KOMOVHMPOBAHHbLIN CUHTE3 Pypbe

2mFS> — DF @ ot -B3BELLEHHbIN KOMOVHMPOBaHHBI
cuHte3 dypbe
(o,-weighted 2F°-F¢ synthesis)



Final o,-weighted 2|F | — |F,| electron density (Read, 1986) for the
GSH molecule bound to subunit A of DmGSTEG contoured at 10.

l Uer Joumal Wcnonb3o8aHue KOMBUHUPO8aHHO20 cuHme3sa Ons

ERR roucka Mecma pacriofioXXeHus riu2aHoa.
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LleHTpupoBaHHbLIE AYENKNA
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NPUMUTUBHAS 6a3oLeHTpMpoBaHHas

(‘\_
5
1

Simple cubic Body-centred Face-centred

. . A (P) cubic (1) cubic (F)
P | A
B %
A primitive unit cell (P) A unit cell centred in \/O‘\()
the (010) planes (B) Q/\()/
Simple Body-centred
tetragonal tetragonal
(P) 04 Rhombohedral (R)

S
N

Gt

A body-centred unit cell (/) A face-centred unit cell (F) Orths(i):‘]llllgl;bic (]?r(:gg-r%eonlgl::iccl: (1)3;:}816(.)}0}::(;1;:[?:10 iﬁ%ﬁﬁg&ﬁi
(P) (1) (©) (F)
obbemoLeHTpMpOBaHHasA
T OAFSH
rpaHeLeHTpMpoBaHHas Ll
=50 &—L
\()/
ABaXkabl — 06beMOLEHTPUPOBaHHAaS T — .
(pomboagpudeckas) memL L mA e (P)

R

Fig. 2.1.3.3. The 14 Bravais lattices. Reproduced with permission from
Burzlaff & Zimmermann (1995). Copyright (1995) International Union
of Crystallography.



CRYST1 66.224 66.224 40.561 90.00 90.00 120.00 R, 63 6

ka peLleTKn

onemMeHTapHasa siMemka - martematundeckmn ob6bekT. OHa
BBOAUTCA Ans ygobcTea paboThl.

Bbibop 3nemMeHTapHOM SA4YEWKM WM Hayana KoopauHaT B
3HA4YUTENBLHOW Mepe NPON3BOSbLHbI.

B Havane KoopaAnHat MOXEeT HEe HaxXoOAUTbCA HUKAKOIo
daToOMa.

Monekyna He Bcerga nexuTt B BbIOpaHHON 3rieMeHTapHON
AYenKke Lernnkom.

Bbibop 3nemMeHTapHOM S4YEUKM — 3TO BbIOOP CUCTEMDI
KoopauHat



ONeMeHT cuMMeTPumn




Kpuctannorpaguieckasd cMMMeTpus

Kpucramwiorpadpudeckas ciMMeTpus “IeUCTBYET” 11 BCEX TOUEK KPUCTAILIA




Kpuctannorpadguyeckas cuMmmeTpugd

HepI/IOI[I/I‘IHOCTB IMOPOXKIACT HOBBIC 3JICMCHTBI CUMMCTPHUHN



CuMMEeTpUS

ONeMeHTbI CNMMMETPUN.

NOBOPOTHAadA ocChb; 2, 3,4, 6

BUHTOBAsA OCb; 24, 34, 3,, 41, 4,, 43, 64, 6,, 65, 6,4, 6
LeHTp nHBepcuu; (X,y,z2) =2 (-X,-Y,-2);

3epKarbHaga NockocTb; (X,Y,2) =2 (X,V,-2);
MNSIOCKOCTb CKOMbXEHUS.

CuMMeTpust 3aaeTcs:

MaTpuuen BpalleHns R;
BEKTOPOM TpaHcnauum t.

- I _
r=Rr+t X =1 X+,Yy+12+1
/
Y =M X+ Y + 12+
2' =T X+ T,y + 2+

I' N I - TOYKU, CBA3AHHbIE CUMMETPUEN



Bce cMMMeTpuM KOHKPETHOU KpUCTaNMMYeCKon CTPYKTYpbI
obpa3sytoT rpynny.

CyuwiecTtByeT KoHe4yHoe Yncno (230) rpynn cummeTpumn
KpUCTanmnos.

Kaxkgas rpyrnna nmeet csoe 0b603HaveHue.

CRYST1 66.224 66.224 40.561 90.00 90.00 120.00 P 63 6

CMMBOI NPOCTPaHCTBEHHOWN rPyMnbl —/

YUNCJ10 3J1IEMEHTOB CMMMETPUN B Irpyrine



Hekpuctannorpadunyeckas cummeTpus

Hexkpucrannorpapuueckas (J10KajabHas) CAMMETPUS UMEET
MECTO TOJIBKO B OTpaHMYEHHOM 00JIaCTH NPOCTPAHCTBA U HE
PACIIPOCTPAHSETCS HA BECh KPUCTAILI



NON-CRYSTALLOGRAPHIC SYMMETRY

Hexkpucrannorpapuueckas (J10KajabHas) CAMMETPUS UMEET
MECTO TOJIBKO B OTpaHMYEHHOM 00JIaCTH NPOCTPAHCTBA U HE
COXPaHSIETCS JJISI BCETO KpHUCTAJIa



Membrane

Cytoplasm

Willow
helices

Structure of the
CorA Mg2+ channel.

From the following
article: Crystal
structure of the CorA

Mqg2+ transporter

Nature 440, 833-837
(6 April 2006)


/nature/journal/v440/n7085/full/nature04642.html
/nature/journal/v440/n7085/full/nature04642.html
/nature/journal/v440/n7085/full/nature04642.html

YTOo4yHeHune moaenu

* «Py4Hasa» npaBka aTOMHOW MOZENN.
(KombunHmpoBaHHbIe cuHTE3bI Pypbe. ['padmnyeckmne
cTaHuuK.)

« ABTOMaTtnyeckoe ytoyHeHue. (IporpamMmbl yTOHYHEHUS.
YTOYHEHME napaMeTpoB Moaenu.)

* YTOYHEHMEe KapTUHbI paccesHUs.

OTHOCUTenbHbIe U abCONOTHLIE KOoOpAMMHATbI aTOMOB

OmHocumersibHbIe KOOPOUHamMbI: X,y,Z ; 6e3pasMepHble;
OCU KOOPAUHAT HEe OPTOroHarbHbI;

r=xat+yb+zc

AbcosnromHbie koopluHamsbi (PDB): Ocu koopauHaT OpTOroHasbHbl;
NHU INNH - @aHICTpem
Mampuuya nepexoda eAvHnlia i aHrcTpe

om abcos1toMHbIX SCALEL 0.019231 0.000000 0.000000 0.00000
K OmHOCcUmeJsibHbIM SCALE2 0.000000 0.017065 0.000000 0.00000

KOOdeHamaM SCALE3 0.000000 0.000000 0.016155 0.00000



YTO4YHEHMe napamMeTpoB MOAeNu

{xj, Vi Z;, Bj,Tj} - NapamMeTpbl Moaenu

ick?'c({xj, y;.2,,B,,T, }) - paccynTaHHble Mo Moaenu Moaynu
CTPYKTYPHbIX (0aKTOpPOB

Fo% - akCcnepuMeHTanbHO onpeaeneHHbIe Mogyny

CTPYKTYPHbIX (0aKTOpOB

XOoTUM UmMeTb
Fad ({X,-,yj,zj,Bj,T,-}) =Fy  ans scex hkl

CTtaHgapTHbIM dbakTop AocTtoBepHocTn / R-factor

Z Fhf;lc o Fh(l)<tl)s
R =K ———+100%
Z Fhkl

hk




YTO4YHEHMe napamMeTpoB MOAeNu

{xj, Vi Z;, Bj,Tj} - NapamMeTpbl Moaenu

ick?'c({xj, y;.2,,B,,T, }) - paccynTaHHble Mo Moaenu Moaynu
CTPYKTYPHbIX (0aKTOpPOB

Fo% - akCcnepuMeHTanbHO onpeaeneHHbIe Mogyny

CTPYKTYPHbIX (0aKTOpOB

XOoTUM UmMeTb
Fad ({X,-,yj,zj,Bj,T,-}) =Fy  ans scex hkl

CTtaHgapTHbIM dbakTop AocTtoBepHocTn / R-factor

Z Fhf;lc o Fh(l)<tl)s
R =K ———+100%
Z Fhkl

hk




XOoTUM UMEeTb
|:hckelllc ({Xj! yj,ZJ—, Bj’TJ‘}): Fh?(?s anAa BCcex hkl

YUCJI0 YPABHEHUM

Ba)xHOe CoOoTHOLEeHne: K=
00111ee YHCJIO YTOUHSEMBIX IIapaMeTPOB

Hucrno ypasHeHuU oripedernisemcs Ka4ecmeoM Kpucmarina
(paspeweHuem cobpaHHo2o Habopa OaHHbIX). Hucno
napamemposg MoOoesiu MOXXEM [biMambCs MEHSIMBb.

YTOUHeHMe, KaK 3agadya MUMHUMU3ALUMN:
calc obs Y ;
Ry —ray = Z(Fhkl ~ Fhi ) = Mmin

hkl
[Tpobnemsi:
* MHOrO NOKasibHbIX MaKCUMYMOB; BO3MOXHO TOJIbKO
nokarnbHoe yTo4HeHue; paamyc cxogumocTu ~ 0.7A;

* MOAenb "paccbinaeTtcsd, ecnuv K Mano.



YBenuuyeHue 4yncria ypaBHeHUN: CTEPEOXMMMNYECKMNE
orpaHnyeHuns.

{xj, YirZ;, Bj,Tj} - NapamMeTpbl Moaenu

d;*° - paccTosH1e Mexay i-biM U j-bIM
aroMamu B Mogenu

d;“" - naeanbHoe paccTosiHue Mexay
I-bIM U |-bIM aTOMaMy B MOOENU

XOTUM UMEeTb: dff'c({xj,yj,zj,Bj,Tj}):1,46
dss* ({%;.;2;,B,,T}) =1.37

Moxxem ccpopmynumpoBaTbh Kak 3agadvy MUHUMM3ALNK
calc exact P -
Ry = Z(dij —d; ) = min

1]



calc obs Y ;
Ry —ray = Z(Fhkl ~ Fiq ) = Mmin

hk

Raist = Z(d i(j:alc — di?xaCt )2 — min

1)

CocTaBHON KpUTEPUH

R= WX—ray RX—ray + Wdist I:zdist
. calc obs ¥ calc exact \2 -
= WX—rayZ(Fhkl — Fug ) + WdistZ(dij —d; ) — Mmin
hkl ij

A KaK BbIOpaTb BECA Wy, Wig; ?



CTepeoxmmmnyeckme orpaHn4eHmus

X,,Y,,2,,B,,T,| - napameTpbl Mofenu

ai‘;‘;"c - yron mexay 1,j,k -bimy atomammu
B MOoOenu

a;ﬁa‘” - uaeanbHbIN yron mexay |i,j,K -
bIMW aTOMaMy B Moaenu

XOTUM UMETb

(o2 —122.f + (a2 —123.5) + (o2 ~120.5) = min

. calc exact )2 :
Rangle = Z(aijk — G ) — Min
ik

R= Wy _ray Rx_ray + Weigt Ryist + Wange Rangle



[1ByrpaHHble yrobl

Onpenenenne yrioB Yy u ¢
\/ XapakTepu3yeT BpallleHHE OT-
HOCHTEJIBHO OJIMHAPHOW CBA3M
C,—C; ¢ xapakrepusyer Bpa-
[IICHHE OTHOCHTEJILHO OJIHHApP-
Hou cea3m C,—N. (Levinthal C.
Molecular model building by
computer, Scientific American,
Inc., 1966.).



[1nockue rpynnol




XUpanbHOCTb

L.-amino acid D-amino acid



YTO4YHEHMe napamMeTpoB MOAeNu
X,Y:,2,,B,,T,} - napameTpsl Mogenu

Fhﬁ'c({xj, yi,Z;,B;,T, }) - paccUnTaHHble Mo MOAENY MOAYM
CTPYKTYPHbIX (0aKTOpPOB

Fo - akcnepyvMeHTanbHO onpeaeneHHble Moayy
CTPYKTYPHbIX (0aKTOpPOB

calc obs Y -

geom" ‘geom
hkl

phenix.refine (P.Afonine et al.)
REFMAC (G.Murshudov et al.)
SHELX (G. Sheldrick)
BUSTER (G. Bricogne et al.)



CHUXXeHue 8esiu4UHbl MUHUMU3UPYEMO20 Kpumepusi MoXXem
He cornposoxxoamhbkCcs yrydweHueM rnapamempos Mooesiu.

R-free

paboune YTOYHEHUEe Mmoaenu

/'

BCe pedonekcol

T

TOJTbKO KOHTPOMb

R-free
KOHTpOJ‘IbeIe



REMARK
REMARK
REMARK
REMARK
REMARK
REMARK
REMARK
REMARK
REMARK
REMARK

Ww w wwwwwwww

FIT TO DATA USED IN REFINEMENT.

CROSS-VALIDATION METHOD

FREE R VALUE TEST SET SELECTION
R VALUE (WORKING + TEST SET)
R VALUE (WORKING SET)
FREE R VALUE

FREE R VALUE TEST SET SIZE (%)
FREE R VALUE TEST SET COUNT

THROUGHOUT
RANDOM
0.15621
0.15185
0.19471
10.1

5989



YnydweHue mogenupoBaHUa oo0beKkTa

L5 moeo, ymobbl paccHumams meopemudyeckKue 3Ha4eHUs
CMPYKMYypPHbIX ghakmopos, HeobXxo0UMO akKypamHo
pacc4yumams pacripederieHuUe arieKmpoHHOU rniomyocmu 8
obbekme. KoopouHam amomos 0Ji 3mo20o He 00cmamo4HoO.

Urzhumtsev A.G., Lunin V.Y. (2019). Introduction to crystallographic

refinement of macromolecular atomic models. Crystallography Reviews.
25:3, 164-262.

Bopa: ot 20 no 80% obbema arnemMeHTapHOU SSHENKU
KpucTtanna 3aHsaTo pactBoputenem (Bogon). Ero Henbas
MrHOPUpPOBAaTb NPU akKypaTHbLIX pacyeTax.

« (CBs3aHHaga Boga. (AHanorm4Ho atomMmam Morekynbl bernka,
HO BOOOPOAHbIE CBA3U BMECTO KOBAJIEHTHbIX).

« Heynopsago4yeHHbin pacteopuTtens — bulk solvent.
(PaBHOMEpPHOE pacnpeaeneHue noTHOCTN B obnacTtu
pacTBopuUTens).



OuHaMunyeckana v ctaTuvyeckas reteporeHHoOCTb
(Dynamic and static disorder)

* ATOMBbI B NpoLiecce 3KCNepuMeHTa HaxoaaTCcsl B ABUXKEHUN
(Tennosble konebaHusa). [JuHamuyeckas
HeoripeoderieHHOCMkb.

* PasHble konun Monekynbl B Kpuctanne MorytT UMeTb
OTNUYUA B KoopauHaTtax atomoB. Cmamuyeckas
Heoripeoesr1IeHHOCMkb.

« JKCNepuMeHT gaeT nHgpopmaunto ob ycpegHeHHOM Mo
BPEMEHN U NPOCTPAHCTBY pacnpenerneHnn aneKTPoHHOM
NSIOTHOCTM B MOJSIEKYSIE.

« [NlapameTp HeonpegeneHHOCTM nonoXxeHmnsa atoma (Atomic
Displacement Parameter, ADP) xapaktepuayeT ero
OVHAMMYECKYIO0 N CTaTUYECKY0 HEONPEOENEHHOCTD.

* [lpexHee (uctopunyeckoe) HaseaHne ADP —
TemnepartypHbin pakTop (temperature factor, B-value)



TemnepamypHbIl chakmop
(temperature factor / Atomic Displacement Parameter /

ADP)

p (e/A3)

[nHammnyeckas u
cTaTn4eckas

Heynopsaao4YeHHOCTb

r (A)
s 2 4 o 1 2 3

3

s (az)* [ axf

[lsuxxeHue amoma 8 ripoyecce 3KcrepuMeHma
«pasmasbieaemy» pacrpedesieHue r1eKmMpPOHHOU MIOMHOCMU.



PaduasnbHoe pacrnpedesieHuUe 3/71eKmpoHHOU njiomHocmu
8 amome yariepoda rnpu pa3HbIX 3HaYeHUSIX
memMmnepamypHo20 ¢hakmopa B.

p (e/A%)

S Vi%s A% r
PN=2C\ 57 B.+‘|‘3

= j J

«PacnnbigeaHue» ninom{ocmu Mooenupyemcs yeeiudeHuem
WUPUHBI 2ayCCOBbIX MUKOS.



PaduasnbHoe pacrnpedesieHuUe 3/71eKmpoHHOU njiomHocmu
8 amome yariepoda rnpu pa3HbIX 3HaYeHUSIX
memMmnepamypHo20 ¢hakmopa B.

ey p (e/A%)

25

— B=0
— B=2




PaduasnbHoe pacrnpedesieHuUe 3/71eKmpoHHOU njiomHocmu

8 amome yasiepoda rnpu pa3HbIX 3Ha4YeHUsIX
memMrnepamypHo20 ¢hakmopa B.

30 ~

25

p (e/A%)




PaduasnbHoe pacrnpedesieHuUe 3/71eKmpoHHOU njiomHocmu
8 amome yasiepoda rnpu pa3HbIX 3Ha4YeHUsIX
memMmnepamypHo20 ¢hakmopa B.

ey p (e/A%)

25

— B=0

— B=2
B=5

— B=10




PaduasnbHoe pacrnpedesieHuUe 3/71eKmpoHHOU njiomHocmu
8 amome yariepoda rnpu pa3HbIX 3HaYeHUSIX
memMmnepamypHo20 ¢hakmopa B.

ey p (e/A%)

25

— B=10
— B=20




N3omponHbiu meMnepamypHbIU ¢ghakmop
Atomic Displacement Parameter (ADP)

p(r)—ic( g ]%exp Bl
— ] B, +B B, +B

8772 ,
B = —(|Ar|?)
3
ATOM 30 N  SER 2 13.117 9.840 39.210 1.000 12.49

ADP — He TOnbko NOABUMXXHOCTb aTOMOB, HO U rEeTEPOreHHOCTb MOJIEKYIT B
Kpuctanne.

Dynamic and static disorder.




AHU30MpOonHbIU meMnepamypHbIU ¢hakmop

&9

BeeOeHue aHU30MpPOriHbIX
memriepamypHbIX ghakmopos
yeeriudusaem 4ucrio
napamempos mooesiu 0o 9 Ha
Kaxobitu amom. [lpumeHssemcsi
rnpu pabome ¢ 0aHHbIMU
8bICOKO20 pa3pelleHus.

Fig. 18.4.1.1. The thermal-ellipsoid model used to represent anisotropic
atomic displacement, with major axes indicated. The ellipsoid is drawn
with a specified probability of finding an atom inside its contour. Six
parameters are necessary to describe the ellipsoid: three represent the
dimensions of the major axes and three the orientation of these axes.
These six parameters are expressed in terms of a symmetric U tensor and

contribute to atomic scattering through the term exp[—27%(U;h*a*? |/|3OTpO|‘IHoe 3Ha4vYeHune
- Uggkzb*z + U3312(.*2 + 22U hka*b* cos v* + 2U,3hla*c* cos G* +
2Upsklb*c* cos a*)]. l
ATOM 30 N SER 2 13.117 9.840 39.210 1.000 12.49
ANISOU 30 N SER 2 1510 2105 1130 447 -393 -1019

N t 1t 1t s

[MonpasBkn, ymHOXeHHbIe Ha 1000.




TLS - yTOYHeHue

(Translation/ Libration/ Screw)

TLS-napameTpbl onucbiBaloT BUOpaUnto eauHon rpynribl
aTOMOB.

B moaenun BblaensatoTcs rpynribl atoMoB, ABNXYLWNECH KaK
XKeCTKOe Terlo.

Kaxxgasi rpynna coBepLlaeT BO3BPaTHO-MOCTyNaTeNbHbIE U
BpallaTenbHble KonebaHus.

[1ns onncanua gemxeHus Tpedyetca 20 napamMeTpoB Ha
BCIO rpynny.

Ecnu rpynnel 6onbluve (bonbwe 20 atomoB), TO Takoe
onncaHwe TpedbyeT MeHbLLEe napamMeTpoB, YeMm
nHOMBUAOYyanbHble N30TPOMNHbIE TeMMNepaTypHbIe daKTopbI
aTOMOB.



Static disorder

Koagpgpuyuenm 3anonHeHusi / 3acesnfeHHocmb / occupancy

loeanbHbIN KPUCTAnNN - COAEPXKNMOE BCEX ANeMEeHTapPHbIX
A4eeK NOEeHTUYHO.



Koagpbopuuyuenm 3anoniHeHusi / 3acesieHHocmb / occupancy

"PeanbHbIN" KpucTtann - monekyna "Boabl" NpuUcyTCTBYET
He BO BCEX 3JfIEMEHTapPHbIX A4enKax.



Koagpgpuyuenm 3anonHeHusi / 3acenfeHHocmb / occupancy

[1na gaHHbIX KoopAUMHAT atoMa KO3 PMUKMEHT 3anonHeHns
NOKa3bIBAET, KAKOU MPOLEHT 3NeMeHTapHbIX A4YeekK
KpucTanna cogepxxart atoM B yKasaHHOU Mo3nuunn.

ATOM 6626 O HOH 4951 21.882 15.425 26.797 0.500 8.74

X Y 4 T B

()—TESIC i )72 4m?|r|?
PO =2 Y\B +B) P\ B +B
j=1

5
f(S) = Tzlcj exp <—BJIBSZ>
j=




Koagpgpuyuenm 3anonHeHusi / 3acenfeHHocmb / occupancy

AnbTepHaTUBHbIe KOHdOpMaLUumn

ATOM 5490 N ATRP 295 29.848 2.643 16.199 0.499 7.13
ATOM 5514 N BTRP 295 30.271 2.787 16.200 0.501 6.52



X-ray structure analysis

Intensities I, of
diffracted beams

.....

SV .'l.;l.

X-ray source

X-ray —
experiment —— —

Kinematic theory
of diffraction

101 ]5 ]6- 46?09 2.34 p(xvysz):%:Fhklcos[(ohkl_27z'(hx+ky+lz)]
0 0 8 212.95 5.00

0 020 98.75 3.15 L??Q Floc ],

0 1 6 188.33 5.06 \\\\\______//////////’——__—‘\\\\\
0 1 7 14.83 8.00

0 1 8 226.02 7.9




X-ray structure analysis

The solving of

the structure Q.={r: py(r) >

)

0 0 6 46.09 2.74

0O 0 8 212.95 5.00 ;

0O 0 20 98.75 3.15

0 1 6 185 43 = oo The phase problem
HE B EEEEEEEEEEEEEERE

O 1 7 14 .88 8.00

0O 1 8 226.02 7.97

refined model .
preliminary model

Protein
' X Y Z T B

Data CA MET A 1 O 1.530 3.431 5.646 1.00 9.39
Bank C META 1 O 1.452 4.960 5.500 1.00 7.10

O META 1 O 1.808 5.574 4.503 1.00 10.54
ATOM CB THRA 2 0 -0.430 7.045 7.578 1.00 23.54
ATOM 10 OGL THR A 2 0 -1.549 7.435 6.701 1.00 27.09
ATOM 11 CG2 THRA 2 0 -0.265 7.733 8.906 1.00 21.7157




PeHTreHoBckue nasepbl (XFEL)

YNbTPakopoTkMe MOLLHbIE
NMMYIbChbI.

“ObanpaHve aneKTpoHOB™ —
MOHM3auUUA — KyrIOHOBCKNIA
B3pbIB.

PerucTtpauuna oo
pa3pyweHus. (Diffraction
before distraction)

MeTtoq paboTtaer «lNpoToyHaa» kpuctannorpadous
(serial crystallography).

ObnacTb ncnonb3oBaHUSA —

HaHOKpuUcTanmnsbl,

OTAESbHbIE

MaKpOMOneKynbl



pesepByap

MUKPOKPUCTanoB

X - I/IMI'IyJ'IbeI Q%

i — o |

«MpoToyHasn»
peHTreHoBCKas
Kpuctannorpadwus

Serial crystallography

[EeTeKTop

OpaHa
PEHTreHorpamMmma c
OAHOro Kpucranna

500 000 crystals
762 000 frames

20 000 contain a signal
4 000 - indexed



MccnengoBaHme oTaeribHbIX YacTul,

[poxockeBas KneTka Mumusmpyc

Shapiro, Thibault, Beetz, Elser,
Howells, Jacobsen, Kirz, Lima, Miao,
Neiman, and Sayre

PNAS, 2005 vol. 102 no. 43 15343- Siebert et al., 2011, Nature, 470, 78-82
5346

200 nm




Imaging single cells in a beam of live
cyanobacteria with an X-ray laser

Schot et al.
Nature Communications 6, Article number: 5704
Published 11 February 2015

10,000 A =1 um
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