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« ManoyrnoBoe paccesiHne — audppysHoe paccesiHue peHTreHOBCKUX Jy4Yen n
HEUTPOHOB BONN3U NEPBUYHOrO Jfly4ya Ha anepuoaunyveckmnx dprnykryaumax
NJOTHOCTU B BellecTBe.

 KapTtnHa manoyrnoBoro paccesiHus, Kak n gucppakumoHHas KapTuHa, ABnNsieTcs
pe3ynbTaToM UHTephepeHLUnUn nyvyen, KOrepeHTHO paccessHHbIX Ha obpasue.
lNMpyu TMUNUYHBLIX ANUHaX BOSTH u3ny4vyeHus B ananasoHe ot 0,05 go 0,5 Hm
ManoyrnoBoe paccesiHue no3BossieT UccriefoBaTb CTPYKTYPbI pa3mepamMu ot
eAUHNL [0 HEeCKONbKUX COTeéH HaHOMETPOB.
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Judpakuus 0T MOHOKPHUCTAVIOB U KPUCTAJUINYECKUX MOPOIIKOB:
TPeXMepHasi CTPYKTYPa 3JIeMEHTAPHOM TYei KU, 00JIb1IIMe ePHOAbI,
BBICOKOE pa3pelieHue

JAuppaxkuus or pasynopsiio4eHHbIX KPUCTAIMYECUX U JJaMeJIAPHBIX
YacTULl, HAXOAALIUXCH B aMOp(pHOM MaTpHUle — pa3Mep U
pacnpenejieHle 1o pasMepaM 4YacTUI M apaMeTpbl HX BHYTPEeHHel
CTPYKTYPHI - JAJMHA NIPOCTPAHCTBEHHON KOTePEHTHOCTH, NPOPuIn
IVIOTHOCTH U MEKIVIOCKOCTHbIEC PACCTOSAHHUSA B JIAMEJUISIPHBIX CHCTEMAaxX

HommaucnepcHbie YyacTULBI B aMOP(HOI MaTpulle:
pacupenejieHie Mo pasMepam npu 3agaiaom gpopmdarope
YacTHL

OnnHakoBbIe pa3ynopsi0ueHHbIe YACTUIIbI (MOHOTUCIIEPCHBIE
CHCTEMbI, HATIPUMEP, PACTBOPHI 0EJIKOBBIX MOJIEKYJI): MAKCUMAJIbHBIH
AUAMETP YaCTHLl, PaauyCc nHepuuu, popma.

Pentrenosckas peduiekroMmerpusi: TOJIIMHA U IJIOTHOCTh
CJIOEB, IEPOXOBATOCTH TPAHUI] U TOBEPXHOCTH.

MausoyriioBoe paccesiHue P CKOJIb3IIIIeM MAIeHUH IMy4Ka
(Grazing Incidence Small-Angle Scattering (GISAXS):
MOP(}0JIOTHSI HACTHIl M HEOJHOPOJAHOCTEH B TOJIIIUHE MJICHKH H
BOJIM3H MOBEPXHOCTH



P OBIEMAOHHOEHAUHOCTMIONPEAENIEHVSNEET AN EN
CHPYKTPHOMIG P HVSAMIBNAV (P aKTOMET VN

TpexmepHas dhyHKUMS ABYyMepHas onHOMEpHas (hyHKLVA
3MEKTPOHHOW MMOTHOCTH pyHKUMSA pacnpeaeneHui no
(cTpykTypa) NaTTepcoHa paccToaHUAM

,O(l‘) — P(l‘) &} p(r)

FT

A(S) e [(§) e [(5)

TpexmepHas ABYyMepHasi oAHoOMepHas
dyHKUMA dyHKUMA dyHKUMA
aMnnuTyg, WHTEHCUBHOCTH WHTEHCUBHOCTHU
paccesiHusA paccesiHus MaroyrroBoro
paccesiHusA

FT - npeob6pa3oBaHne dypbe
% - CBepTKa
<> - ycpegHeHue no TenecHoMmy yrny



[lonngucnepcHble cMmecu




CrioxXHble cmecu: Pd3HbIE OMaKTObI

yacTuvu, NONUMAUCNepCcHOCTb, MeX4yacTu4yHas
UHTEepdepeHUUs
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PacnpeneneHue no pasmepam HaHo4yacTuu, oguHakoson [K:,
dopMbl - pelieHe MeToaoM perynspusauuun:
nporpamma GNOM — nogxop 1.

Dy (R)-m2(R)-i(s

i (sR)={[sin(sR) - sR cos(sR)] / (sR)*}*

Ig 1

m(R) = (47/3)R3Ap

2,

-
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)= Leaic(s)| +al




I POGHEMaNFIAHKOCTVNPELIEHV =
NOHeOPMaPaAMETPAIPER I PESalVING

X2=112
a=108,
onT.

X2=1.20
a=10°
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Mporpamma MIXTURE — mogaenupoBaHue
pachnpeaeneH HaHoYacTUL Mo pasmMepam npu
pa3HbIX hopMdpakTopax KOMMNOHEHTOB — NOAX0A, 2.

oﬁmee = CII + CZIZ + c3

chepuyeckume ‘ «raHTenu»
YyacTuubl ‘

UMITNHAPbI

c;=2  Ilapamempul pacnpedenenusn = ?
METO,I:II pelweHnA: NONCK NnapamMmeTpoB nHAUNBUAYyaJibHbIX pacnpep,eneHMﬁ ansd Ka)KAOIZ

n3 (baz N NX OTHOCUTEJIbHbLIX BKI1agaoB Cl- MeTOAO0M HeNIMHEMHOW MUHUMM3aLUun
HanMeHbLUX KBaapartoB OTKNOHEHUN MOAENTbHON UHTEHCUBHOCTU OT JKCNnepumMmeHTa.



MO,D,eﬂI/IpOBaHI/Ie MHTEHCUBHOCTUN MaJioyrsjioBoro

paccessHns oT MoUAUCHEPCHON CNCTEMBI.

be3 yyeta mexdasHon nHTepdepeHUnU, TaKyto UHTEHCUBHOCTb MOXHO Pa3fioXuUTb Ha

cocTaBnsiloLme: )= ka[k (s)
k

raoe CcyMmmMmmpoBaHue NpoBOAUTCA NO pa3HbIM KOMMNOHeHTaM (cpasam),
v, - OTHOCUTeNnbHasa obbemMHas nons k-u casbl,

l,(s)- vHTecuBHOCTb k-U pa3bl, S — MOAYrb BEKTOpa paccesiHUA:

20 - yron paccesiHuA

B nonnaucnepcHom crniyqae “6asucHble MHTEHCUBHOCTU KaXaou ha3bl onpeaensoTca
crneaywwmm obpasom:

1 (s) = [ D (R)i (sR) Sy (sR)V; (R)dR

rae R - achcpekTUBHBLIM pasmep YacTULbl

ig(SR) - HOpMUpOBZHHLIN (hopMcpakTop k- KOMMOHEHTbI

D,(R) - HopmupoBa1HOe pacnpeaeneHue YacTuy no pasmepy ans k-n dasbl

S,(SR) - cTpyxTypHbIN dpakTop ANA k- KOMNOHEHTbI, OTBETCTBEHHbIU 3a
MeX4aCcTUYHOe B3anmoagencreme

V,(R) - 2dpdpeKTMBHBLIN 06BEM YacTul, ¢ pasmepom ansa k-u dasbl.

i sin &

5| =

Ucnoribayem aHanutnyeckoe BbipaxeHue LUynbua ana dyHkumMmn nonuaucnepcHoctn k-om dasbl:

1 ( R jz ox {_ (z +1)R} RO - cpegHee 3Ha4YeHue pa3mepa

C(z+1) Ry Ry yacTuubl (MaToxuaaHue)
AR — aucnepcusa pacnpepeneHus

( Ro j 2 ['(z) — FTaMma-cyHKLMA

1 z+1
D(R)=— (z+1
(R) RO(+)

—1

AR



DOPMIIAKTOP=
UHTEHCUBHOCTb
PACCEAHNANO];

HaHoYaCTMUBI =
BOMAHOVIMNETINBING
[NAB (AOT)

L~
Monekynbl
AOT (/

D
d PAOT
> —> |e—
pmacna
pBonbl
0 A




UHTepnpeTauud
AaHHbIX paccesiHus1 OT
BOAHO-MaCIISAHOMU

IMyNbLCUN
TPEXKOMIOHEHTHON
CMeCho HaHOYacTUL,.

O6bLeMHan gons Yyactuy,

AOT
arperatbl

LUunuHgpunyeckne
Muuennol (paguyc)

Cdrepuueckune
MULUennbl

paguyc 4yacTtuu, HM

TunnyHaa cpopma pacnpeneneHns no
pagunycam yacTul B CMecu
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JKcnepuMeHTarbHble UHTEHCUBHOCTU (CBETNbIE KPYXKKW)
ManoyrrnoBoro paccesiHusi MMKpoamMynbLCcum
AOT/Bopa/nsooktaH ¢ KOHUeHTpauuen Boabl 2%. PucyHok
crneBa BBepxy: Avana3oH Temnepatyp 15-55° C, W,=25.
PucyHok cnpaBa: anana3soH 20-40° C, W;,=45. UHTeHCUBHOCTHU
paccunTaHHble B paMKax 2X-KOMMNOHEHTHOW MoAaenu
nokKasaHbl WUTPUXOBbIMMU JIMHUAAMU, a B pamMKax 3X-
KOMMOHEHTHOW MOAENM - CNNOLWHbLIMU FINHUSIMU.

W,=mon. oTHoweHne H,0:u3ookraH

PacxoxaeHus Mexay aKCnepuMeHTarnbHbIMU U
TeopeTU4ECKMMU KPUBbIMU OOYCNOBIEHbI HEY4eTOM
arnomepartoB AOT.



I POLHEMANCTONUNECCIVNIEIIE

A=
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HEGBXOLVNMBIVCIIEHHBIETOKC A1ICPVIMEHR T LI

log |1, OTH.egq.

3KCNEepUMEeHT

Moaenb

kK1 _ 00 fit

D, .

OTH. &f.

GNOM:
cTabunusnpoBaHHoOe

pelueHue:
a=1.0,x2=1.10
a=10.0, x2 =

1.11

MIXTURE: MuHnMmusauma x —
MogernunpoBaHue KBap‘paT
pacnpegeneHnamm 2
Wynbua 2 I Z |: oKCn —]meop:|
X2 = 0.81 M-1 7 o

x2=0.80

OcHoBHasa npobnema ansa
cTaHAapTu3auum CoCToMUT
B (popmanusaumm
3KCMepTHbIX OLLeHOK
Ka4yecTBa peLleHunst.

MuHnmusauus R-

cdakTopa
-1
2 9KCn meop
R® = D
< Hlakcnuz =] |: IBKCI’Z

T

NMpobGnema oueHKU
OLUUOOK:
BapbupoBaHUue
ctabunusartopa pelueHus,
MoAenupoBaHue LWWyMoOB

3KCNepuMeHTa, ... ?



S aCIYHONNHOPAROY EHHBIENCVICTHEMBIE 15

I GHINORIAHENNTICNTIORCAHOGBBIE MalpWVubl C HaHOSaCTuamvMn

S = N W L Uit &N O & O

- Ig I, relative
B o
OonuposaHue: AuCl, Manoyrnosoe
paccesiHne roBopuT
Acetone, self-red O Hallln41n
. METannM4ecKkmnx
| HaHo4acTumL
Ethanol, self-red
- ® NameHeHus
X water/CPC, NaBH,4 AP PaKLMOHHBIX
: Ooooooooooooo00000000000. I-II/IKOB
K CBNOETENLCTBYET 06
\j". Water/CPC, uv N3IMEHEeHUu
I \ PODS/CPC Sl A
LI oo ®00000ccccccce®®®0ccccccce yI'IOpFI.ELOLIeH HOM
\ \ \
2 4 6
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Pacyet 06 LEMHBIX pachipeAcneHnm o pasmepan Dy,
HaHoeYaCcTVU Senoa BIMaTpuille NONVOKTaaEUMIICNIIOKCaHa

Dv(R), 10-5 cm3/nm (o61=eM|-|a;| ponsi)

PaccuuTtaHo ¢ nomMmoLbIO0 NporpaMmmbl GNOM Nno AaHHbIM _
aHOManbHOro ManoyrrnoBoro peHTreHOBCKOro
paccesHuA

B aueToHe, camoBoccTaHOBIEHUE
B sTtaHone, peakuusa camoBOCCTaHOBIEHUA —
BoaHbin pacteop c NAB (CPC), BocctaHoBneHue NaBH, |
BoaHbin pacteop c NAB (CPC), BocctaHOBRneHue

ynbTpadroneTom

10 20 30 40
paaunyc cdepuyeckomn Yactuubl R, HM

Starodoubtsev S.G,, ..., Volkov V.V., Dembo K.A., Klechkovskaya V.V., Shtykova
E.V., Zanaveskina I.S. Microelectronic Engineering (2003). V.69, P.324-329



O6PASOBEAHVEMETANNINY ECKXAHAHOYACTMIISONOTA BN i
CIPYEIAPPOEAHHBIXSHONMME PHBIXSMATPIIEX
HONNOKTaHENNTICIIOKCaHa

NMpnumeHeHue:
BbICOKO3(hheKTUBHbLIE

KaTarimsaTtopbl
dopmupoBaHue HacbllleHMe  BOCCTaHOBNEeHue (Ag, Au, Pt);
CTPYKTYpPUpPOBaH- MaTpuLbl conu no MarHUTO3NaCTUKY
HOW MaTpuLbI pacTBOpoM MeTanna (HaHOYACTULLI MArHUTHLIX
conu

MaTepuarnosB)
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0O COOEHHOCTVEPUEBIXSMalIOYIFIOBOLONIACCEAHNANANA

HOJIMNVECPHRDBIX CHMECIEM C RanOidCividavivi

MpucytcTBue BparroBCKuUx NUKoB

d = 2‘flJ/SmaX + CunbHoe ueHTpanbHoe
paccesiHue OoT HaHo4YacTuL,
I A MeTansnoB
— + B3anMmH NnoJioXXeHue NUKoB
,B cosH 3a oe pacrnosnoxeHue o

COOTBETCTBYET NTaMeNsIApPHOMY
XapaKTepy ynakoBKU B NMOSNIMMEPHbIX

Q cuctemax.

v [lojio:)keHne OpPe3rrOBCKUX MHMKOB OMpe/aesisieT OCHOBHOM
XapaKTePpUCTHYECKUI pa3Mep o0pa3na — NePUOAMYHOCTH

CTPYKTYpbl =2Tm/q, . .

v Pamep kpucramauroB L onpeaenasiercd MOJTYIIUPUHOU
MAKCHMYMa MHTEHCUBHOCTH paccesiHus B yroJa 26.

v B3aunmHoe pacmo/io:keHHe BTOPUYHBIX NMUKOB OIpeaessieT
XapaKTep YIaKOBKHU B CHCTEMe.




MoHoaucnepcHble CUCTEMbI —




ManoyrnoBoe peHTreHOBCKOe paccesiHue oT
CUCTeM OAMHAKOBbIX YacTuUL,
(HanpumMmep, pacTBOpPOB DENKOBbLIX MOJIEKYI1)

OnpeaeneHye pasmvepa, 0biemMa, paanyca MHeEpLUUN; popMbI
NOBEPXHOCTN IV CTPYKTYPBLI NPy paspelueHnn 1/5=1/10/om
pasMepaMoNERYIbIE

. i Cdepunyeckm
I(s)= <A2 (s)> =4r Irz <,0(r) X p(r)>a) Sm(sr)dr ycpeaHeHHast
Q i sr WHTEHCUBHOCTb
= paccesiHuA oT
Mornek
N
A(s) = ZAz‘(S) veks pr)
=1
anHudn

cynepnosuuum



CTpYKTYpHble MHBapUaHTbI OIS
MOHOAMCMNEPCHbIX pa3baBrieHHbIX
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VIOHOLAMCIICPCHDBIX pEJEjFEJBJ'JE—)HHbJJQ GVIGIIEIVI
Dynukuusa napuvix paccmosanui: I(s) =4 m [ 2 v(7) « sin(sr)/srdr)
— 4 -7t{ p(r) - sin(sr)/srdr);

Padyc unepyuu: I(s) =1(0) - exp(- R,” * 5/ 3) (dopwyna [mme),
rne [(0)~N-(V-p)>~N-M?;
R2=[p(r)-r2dr|p(r)dr=]ry(r)dr/2]ry(r)dr
Obvem: V=4-n[r2-y(r)dr=4-x]p(r) dr;

Cpeonas ouna xopowr: [ =2 J v, () dr;

ITnowaoe nosepxnocmu: S = lim {4 V[(1- vy (r))/r]}



.rngg/J IWHIBES

MHepLUunun HaHOo™RaCinl
JIJ1s1 caMbIX MaJibIX YIJIOB CIPABEIJIUBO
MPUOJIMKEHUE:

In[I(s)] = In[ 1(0)] - %R

JInHenHas annpoKCUMAIKS MO3BOJISIET HAUTH:
I(0) (MHTEHCHBHOCTH pacCesiHUS B HYJIEBOM yIoJ)

R, (TaHrenc yria HakjiIoHa)

Jlonycmumulii ouana3on y2noe o

0< Zn'Rgs<1.3

ona chepuueckoit uacmuyvl npu mounocmu 1-2%

Zq ZI In’, _qu lnlz

" of
— l
R, =

\ Zqéf" Z(;; (Zq—j

q=s/2n

21



«J”:JJ"'J,J dHAA» safidatid. pacHer SpyHK'_ﬂ'/J'/J Jleie)gl=3P< 22
PAdCC J‘JJJH'/J'/J (pacﬂpe;geﬂeﬂm o pEJSS'J‘OiJH'/J}JJ‘JJ)

[’ rel. units 2.0, p(r), rel. units

e DyYpLe i

npeobpasoBaHye o.s.

1000

100

101

1

0.0

00 05 10 15 20 0 5 10 15
§, nm distance r, nm
1 B i sin (sr) i sm(sr)
I(s) = (I(s)),, = 47 jor y(r)- S = e ()= (P(r)),, = = jos {OF
r= S

I(s) opHO3Ha4YHO onpeaerieHa B obpaTHOM npocTpaHcTBe Pypbe-npeobpazoBaHnemM
ogHoOMepHON PyHKUMN pacnpeaeneHnsa No pacCToAHUAM p(r) B NpsIMOM NPOCTPaHCTBe:

p(r)=r* -y (r)

p(r) (w, cooTBeTCTBEHHO, I(S)) OAHO3HAYHO
BbIYUCNAIOTCA AN U3BECTHbLIX CTPYKTYpP, YTO

NeXuUT B OCHOBEe MeTOA0B onpenesrieHus
doopMbI MOneKysn No AaHHbLIM paccesiHUA




KocBeHHoe dypbe-npeobpasoBaHme: nporpamma KL
GNOM

0.0 0.5 1.0 1.5
s, nm-1
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VIyJibIMIIOJIbHOIO

o=
P — + +

% = fop LT -
. Ag(S) As(s)

F(@) - dyHkums

060noYKM +
+ f20 ¥ ¥ + f22 - - +...
Az(S) Ay(s) *
pa3peLueHue: O = TR (L n D R — paguyc 3KkBuBaneHTHou cdepbl.

Yncno napameTpoB CTPYKTYPHOU Mogenu f, pasHo (L+1)2.

m




rﬂ Analyze Solution Scattering Automatically

Style:  Frame Facethouraud Function: | Show Hide | Delete

Config... | File.. } Command = ] Load... )

Active T No 9. shout Quit ]
Active structure attributes
Type: Single ) Edges : 7| Invisible
Colour: ©| aguamarine

Visible: | all

HLHSE: ©| Enahle
Transp.%: 25, /7|

Annotation: 7

TRANSFORMATION: Man | Def | Reset
i

Rotate X: e G =) : ; 7 i 180
Rotate ¥: 54 =180 - : ; _i] : 180
Rotate Z: o} —180 : : —,i T 180
i Shape determination Shift X il =20 Bl 210
Input intensity file Ldatl: sacctet Shift v - o 310 B _Ji e 210
Angular units (1-4): 3, s : 0—_315;J1; i
Fitting range (fractional): 1.0 S L f _Ji i s
i

1 1 n 1

Output file L.flml: shout |
Mode: | Discrete Khd Delta (*PI/100): 10 il
il MEKPlot

=z, Iislexp, [i{sicalc for shout,flml2-JUM-1995
Wed Jun 12 18:57:00 1996
ki

Init. approximation [.flm]:

Maximum order of harmonics: 4

Apply the filter: N

Go ) Stop ) Resume | Cancel |

Reper: = | Visible MESSAGE : shout ic loaded 0,08 0,10 0,15 0,20 0,25 0,30
Length: 20 =l=] #




DAMMIN 20

CTpyKTypa MOneKyn unm yactuuy moaenupyeTcsa HabopoM NfoTHOYNaKoBaHHbIX
LLAPUKOB, PacrnoSiIoXeHHbIX BHYTPM 00NnacTu ¢ AMaMeTpoM paBHbIM
MaKcuManbHOMYy pa3mMmepy Yactuubl. [lporpamma BapbupyeT pacnonoxeHue
LLAPUKOB, MUHUMMU3NPYS PasHULY MeXAy IKCNepuMeHTanbHOU KpuBoun
paccesiHUA U paccyMTaHHOM OT LLAPUKOBOW MOAenu.

pacTBopuTenb ]

yacTtumua

KomnaxrHas Takwe CTPYKTYpPbI

' %&&Lttb% CTPYKTYpa: oTbpachIBarorcs
cee 2r  UYesib noMcka
D 9
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IIpoGiempi:
HEO{HO3HAYHOCTHh U HEYCTOUYHMBOCTD

Py
Py
Q2]

Q1

sin(sr)

pr) = j s21(s) >

Sr

PYHKUMA NapHbIX
pacCTOAHUU OOQHO3HAYHO
paccynTbiBaeTcs nNo

peleHun

ds

Mpumep
HEOQHO3HAYHOCTK:
OAVHaKoBble
PyHKUMM NapHbIX
paccTosaHuu p(r) =
oAuHaKoBble I(s)

CTpyKTYypHble UHBAPUAHTbI:

Paauwyc nHepuuu R,
obbem vyactuubl V,
MakcumanbHbIU pa3mep D,,...

OOHO3HAa4YHO onpeaersneHbl
hbobMO KDUBOU DacCesiHUS.



Step 0 Temperature = 0.100E-02 Chi= 36.38

4\ 001
002

0 0.020.040.060.08 0.1 0.120.



Step 1 Temperature = 0.100E-02 Chi= 37.47

4l 001
002

0 0.020.040.060.08 0.1 0.120.



Step 2 Temperature = 0.900E-03 Chi= 31.57

4l N\ 001
| 002

0 0.020.040.060.08 0.1 0.120.



Step 3 Temperature = 0.810E-03 Chi= 28.21

4 001

0 0.020.040.060.08 0.1 0.120.



Step 4 Temperature = 0.729E-03 Chi= 26.08

4+ 001
002

0 0.020.040.060.08 0.1 0.120.



Step 5 Temperature = 0.656E-03 Chi= 23.54

4 001
002

0 0.020.040.060.08 0.1 0.120.



Step 8 Temperature = 0.478E-03 Chi= 18.51

4 ' \ 001
002

0 0.020.040.060.08 0.1 0.120.



Step 11 Temperature = 0.349E-03 Chi= 13.11

40 001
002

0 0.020.040.060.08 0.1 0.120.



Step 15 Temperature = 0.229E-03 Chi= 8.37

4 001
002

0 0.020.040.060.08 0.1 0.120.



Step 20 Temperature = 0.135E-03 Chi= 5.63

4 001
002

0 0.020.040.060.08 0.1 0.120.



Step 25 Temperature = 0.798E-04 Chi= 3.33

4! 001
" 002

0 0.020.040.060.08 0.1 0.120.



Step 30 Temperature = 0.471E-04 Chi= 1.82

4! 001
, 002

0 0.020.040.060.08 0.1 0.120.



Step 35 Temperature = 0.278E-04 Chi= 1.56

4! 001
002

0 0.020.040.060.08 0.1 0.120.



Step 40 Temperature = 0.164E-04 Chi= 1.08

4! 001
‘ 002

0 0.020.040.060.08 0.1 0.120.



Step 45 Temperature = 0.970E-05 Chi= 1.10

4! 001
‘ 002

0 0.020.040.060.08 0.1 0.120.



Step 50 Temperature = 0.573E-05 Chi= 1.05

4! 001
‘ 002

0 0.020.040.060.08 0.1 0.120.140.160.18
s [1/A]



Step 55 Temperature = 0.338E-05 Chi= 1.04

4! 001
‘ 002

0 0.020.040.060.08 0.1 0.120.



Step 60 Temperature = 0.200E-05 Chi= 1.04

4! 001
002

0 0.020.040.060.08 0.1 0.120.140.160.18
s [1/A]



Step 64 Temperature = 0.131E-05 Chi= 1.04

4! 001
‘; 002

0 0.020.040.060.08 0.1 0.120.140.160.18
s [1/A]



Case study: determination of the structure of

the myosin head S1
SASHA DAMMIN




OnpepeneHue hopmMbl MOMEKYNbI

rin3ouumMa BpacTBope Npu KOHUEeHTpauuu
12 mr/mn

Texp, Zmodec, 3 4:diff | Chi= 1.242; RE=0.1884 (WF 2); DW=203 | c=6.606E-04
Log |, oTH.ef. OAHO n3
1< e
-1.000 peLeHnun
4
-1.500 4
-2.000 A
a0 ] Kpuctannuue

cKasi Mogenb

-3.000 4

-3.500
IIIIII OI.WIOIOI o IOI.QIOIOI o ‘Ol.l’:OIOI o DDI.JDIDI o OI.SIOO 06naCTb
lyzA3CST B fir s, A pa3bpoca u
3KcnepuMeHT U paccesiHue Hanbonee
oT MmoaeJjin BepoATHasA

obnacTtb pewieHuns



ONPEAETIEHV ENSTINUNVIGIOPMBIIV O ERYIIMMMYH OISO OGN/ IV H AR {1]
IGIV) MNP EEM AT OVEA OO AKT O PN G IVIERENTO NI HISIM
MaSiOYIJIOEOCLONIACCEAHNHANGIAIAGCTEO"

-

Noka3aHo no
aBa
TUMNMUYHbIX
peweHuns

Bua cOOKYy —p

0 igM-REC )

Onsa cpaBHeHUS:
npeackasaHHas
paHee moaernb

O6bnacTtb O6wasn O6nacTtb O6wasn
(C.MepkuHc) pa3bpoca obnactb pa3bpoca obnacTb
peleHumn peleHun peLueHun peleHumn

BbiBoa: HanaeHHaa mopenb IgM-RF otnnyaeTtcsa ot cTtpykTypbl IgM acummMmeTtpuen
F(ab), obnacten neHtamepa (06BeaeHbl oBanamu): ogHo n3 Fab nney B kaxaon

MAnA UARARUUAIIAauUuA (AarGATA MA VVTALILIALIIZALA MIAAFMAFNWASATA A )



AHanus3 ueHTpanbLHOM YacTn ManoyrnoBoro paccesiHms i
oT KapparuHaH-I1AB cuctem — BoccTaHOBJIeHME
CTPYKTYpPbl HAHOKJ1aCTepoB

Pacuet mogenu CTpyKkTypbl C MOMOLUbLIO
nporpammbl DAMMIN noka3san, 4To:

NMonumepHbIe Lenu KapparmHaHoB
o0Opa3yloT cynep-cnmpanbHble CTPYKTYpbl,
cTabnnusnpoBaHHblie bucnosamu CPC.

Bucnoun pacnonoxeHbl NeprneHaAnKynsipHo
ocu cynepcnupanu 1 3To obecneunBaeT
KBa3su-namennspHbIN NOpPAAOK YNaKoBKU

BAOJb OCU MONIOro UunuHapa, CTeHKU
m KOoToporo ob6pasoBaHbl bucnoamm CPC.

Ctepeo ab initio pPeKOHCTPYKUMUA 1-
(BBepxy) n k- (BHnU3y) kapparnHaH/CPC
KpUCTanmuToB 1-KapparvHaH K - KapparvHaH




“Ab initio shape determination”

GASBOR:
dummy residues
model

*DAMMIN: Svergun, D.1. (1999) Biophys. J. 76, 2879-2886

*GASBOR: Svergun, D.I., Petoukhov, M.V. & Koch, M.H.J. (2001)
Biophys. J. 80, 2946-2953.

eSASHA: Svergun, D.I., Volkov V.V., Kozin M.B. et.al. (1997)
J. Appl. Cryst. 30, 798-802.
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HEnapOHHOEACCETHNEIPHCIEOPOBIINO O COMBIN ),

0% D 40% D 70% D

o8 12 o8

Protonated 70S ribosome, HH30+HH50

.

Hybrid 70S with 23S RNA deuterated, HH30+HD50




JlaHHBIC MAJIOYIJIOBOI0 PaCCeHUS
oT oOpas3uoB pudocomnl 70S E.coli

Neutrons




D.l.Svergun, N.Burkhardt,
J.Skov Pedersen, M.H.J.
Koch, V.V.Volkoy,
M.B.Kozin, et al. J. Mol.
Biol. (1997),. 271, 588-601

[HIapukoBas MoaeJb
cyobeanHuubl S0S
pudocomsi 70S E.coli ¢
paspemiesrem 1 nm no
naHHbIM MYP (Svergun
& Nierhaus, May 2000)

36

Jis1 cpaBHeHMA:
KpHUCTAJJINYeCKas
Mo eJb
cyobequHuubl SOS
H.marismortui (Steitz
group, August 2000)



0.6

0.4

0.2 ~

1.0

0.8

The fraction of compact models in the
optimized ensemble (with Rg between 3.0
and 3.2 nm) is about 70 %, whereas the
fraction of extended models (with Rg
between 3.3 and 3.8 nm) is less than 30%.

F. Paoletti, S. Covaceuszach, P.V. Konarev, E. Schwarz, D.l. Svergun,

A. Cattaneo, & D. Lamba (2008) Proteins submitted



\ (Unfolded or flexible proteins) /

J;rir I/ WAVWE M BIENAMLUTGREE/ESEL
ErguniIndexsntmis

Polydisperse & interacting systenh

OLIGOMER
(Volume fractions of components)
MIXTURE
(Modelling multi-component systems)
PEAK
(Evaluating peak positions)
EOM

Data Reduction and Processing: |

’ PRIMUS, AUTORG
(Primary analysis and manipulations

Raw data

k with small-angle scattering data)

/ Computation of solution \
scattering from atomic models:

High J\

resolution Y CRYSOL.

models _/ (X-ray scattering) i
CRYSON

(Neutron scattering)

\_ /

rep)/unlie/
NAKETPOLPAMMIATISAS)

Database for rapid protein
characterization:

DARA

T

Data regularization &
overall structural parameters:

GNOM, AUTOGNOM

ﬂb initio structure analysih

DAMMIN/DAMMIF
(Bead modelling)
SASHA

(Shape determination using
envelope functions)
GASBOR
S (Dummy residues modelling)
MONSA
(Multiphase bead modelling)

l

_ ; Rigid body modelling: \

MASSHA
(Manual & automated refinement)
ASSA
(Manual rigid body refinement/UNIX)
GLOBSYMM
(Quaternary structure determination
of symmetric oligomers)
SASREF
(Multisubunit complexes modelling)
BUNCH

(Multidomain proteins modelling
v.s. multiple data sets)

Addition of missing fragments
to high resolution models:

CREDO

!

/ Models averaging: \

T SUPCOMB
(Models alignment & superposition)
DAMAVER

(Typical model selection &
k averaged model generation) j




Additional information

Search volume

/ solution(s) Isolvent (S) Ipartic/e(s)

Atomic models

[

Orientations

4 N

Angular axis calibration

Detector response

Buffer (several frames)

Interface
\_ mapping Y,

4 )

Buffer (several frames)

Sample (several frames)

‘o ’ Sample (several frames)

Buffer (several frames) ... Secondary

structure

\_ Pprediction /




V,

VIET OV ANIOYIgIOECLONIACCEAHVAMEVIGOIIEE

icciicdoBadnns CTPYKTypPbl U BONAHAEY; YRVIKASISHISTIVIVE

Bbuocpusnyeckue
MeTOoAbl,

rmapoanHaMuKa
;, UK, YO, macc-
CneKTpoMeTpus
M T.A.

NMpeackasaHue
CTPYKTYpbI,

dlpUuopHbi€ MoAeNun

Kpucrannorpacpusa

PeHTreHoBCKOe
N HENTPOHHOE
MaJsioyrnoBsoe

paccesiHue

ATOMHO-
cunoBas
MUKpPOCKONUSA

buoxnMmmnuyeckume
MeToAbl:
MyTalum,
pacwjensieHue,
METKU U T.A.

AMP, MNP
(cnun-
MeTKa)

DJIeKTpPOHHasA
MUKpPOCKONUS

40







OoOwasa cxema
VHTEpHperaumm
OAaHHbIX

MarioyrnoBoro
SRCHIEPYMEHT AN
pacTBOpOB
0enkoBbIX

Jacques & Trewhella (2010)
“Small-angle Scattering for
Structural Biology;
Expanding the Frontier
While Avoiding the Pitfalls,”
Protein Science 19, 642-657



NHTEPHPETAVNTAR HIBIXSIVI Y

J=J

nocTpoeHue MaTeMaTU4eCKoOUu Mmoaenu

CTPYKTYpbl
5 /

BbIYUCIIEHNE TeOPEeTUYECKOU UHTEHCUBHOCTU
I(s) paccesaHusa oT Mmoaenu

(

cCpaBHeHMe ee C IKCNepuMeHTanbHbIMMU
AaHHbLIMU

¢

KOppeKuusa napamMeTpoB Moaenum ncxoas us
BeNIMYUHbI HEBSA3KN U TEHOGHUNN ee U3MEeHEeHUs

n nepexon K
criegyroLlen utepaumm NpssMoro
MmoaenupoBaHusa. OCTaHOB MO AOCTMXXEHUIO
MWHUMaJsibHOro 3Ha4eHUA UNN BbINONMHEHUS
Apyrux (COBOKYNHOCTU) KpUTEpPUEB KayecTBa
peLieHus.



P OBHEMBIFBOSHKAGLIVXIPY
MHTERNPETAUVNN AR HBIXSOKCIIEPVIMEHTOB

OcHoBHas npobrnema onATb 3aKno4yaetca B (popmanusaumm
OUEeHOK oWUnOOoK peweHus. Heobxoaumo cchopmynupoBaTth:

1. Yto ecTb hopmMa HaHOYACTUL LI

2. Yto ecTb owmbKa (0OTKNOHeHUe B nponopuusax opmbl, B
pPacCTOAHUU OT LIeHTPa A0 TOYKN HAa NOBEPXHOCTMU,

3. Kak yctaHaBnuMBaTb CBsI3b MeXAY OLIMOKaMU aKCNepuMeHTa
(wymbl, HapyLWweHUA MOHOAUCIMEPCHOCTMH, ...) N OLLIMOKaMun
pelieHunn?

JTa CBsI3b HeJIMHEeNHa, YTO 3aTPyAHAET yCTaHOBIEeHMe
aHarIMTM4YeCKMX 3aBMCUMOCTEMN.

Ha npakTtuke — npoBogAT aHanus pasbpoca He3aBMCUMO
nosny4eHHbIX pelueHui, ycTaHaBIMBalOT 06nacTb, B KOTOPYHO
BMUCbLIBalOTCsl BCe HanAeHHble (hOpMbl, OrpaHMYNBaIOT 0bnacTb
3afjaHHOro obLema ¢ MakcCuMaribHOW NJSIOTHOCTLIO NepeKpPbITUSA
peweHun (obnactb Hambonee BEPOATHOro NO orpaHN4YeHHOMN
BblOOpKe pelweHns) n — puHanbHO — YTOUYHAKT hopmMy 3TOMN
obnacTtu, 3apgaBasi B KayecTBe AoNonHUTenbHoro wrpada
BEeJINYUHY YKITOHEHUSA OT Hee.



HEUTPOHDI

PeHTreHoBCKMe nyuu U3oTtonHoe 3ameweHue H/D

BnuaHune caxapo3bl Unu
conu D-6enku, "130%" D,O

PHK, 550 e/nm? D-PHK, "120%" D,O

D,0, 6.38x10'9 cm?

..00% caxaposet, 430 e/nm’ H-PHK. 70% D.O

6enok, 410 e/nm?3

H-0enku, 40% DO

H,0, 344 ey’ H,0, -0.59x1010 cm?




Paguyc nHepuuu,
MaKCUManbHbIU pa3mMep,
¢opma HaHO4YacTUL,

MoHoaucnepcHble
CUCTEeMbI: MOSEKYIbl
6enkoB B pacTBope,

HaHo4YacTULUbI MeTasrsoB,
Knactepbl
caMoopraHu3yroLnxcs
NosIMMepos, ...

Monuguc-
nepcHble
CUCTEMbI:
nopucTble,
HaHo4YacTULbI
B maTpuue,
cnnasbl,
cTeKkna, ...

YacTUYHO OpPUEHTUPOBaHHbIE

CUCTEMbI: XNUAKME KpUcTannol, no pasMmepam

KpUCTannuuyeckue nonumepbl, HEOOHOPOAHOCTEU
FMWHBI, NPUCAAKY, ...

PacnpeaeneHue no pasmepam,
pacnpepeneHue xopa,
nnowaab NOBEepPXHOCTU pasgena,
TOMNLMHA NepexonHoro crnos

Ilyleo ozl ol rlzs)
EleTh K UTURSL
paauyc
Koppensauuu,
pa3mep
KpUCTannura,
MEXMNJIOCKOCTHOE
paccTosiHue.

WMzirloyrrioszs)
YEICThS

pacnpeaeneHus



MoHoaucnepcHbie
CUCTEMbI:
pacTBoOpbLI Genkos,
HaHO4aCTULbI

onpeneneHve pasmepos,
cdopMbI YacTUU U aeTanen
UX BHYTPEHHEN CTPYKTYpbl
Ao paspeweHus 0.5-1 HM.

Koppekuuna nsBecTHbIX
KpUCTanmm4eckux m
3NEeKTPOHHO-
MUKPOCKOMUYECKUX

CTPYKTYp

OnpepneneHne Hen3BeCTHbIX
dparmeHTOB CTPYKTYpbI

No3nunoHmnpoBaHue
AOMEHOB U pparMeHTOB C
M3BECTHOWN CTPYKTYpOW

NMonuaucnepcHule
CUCTEMbI:
cmecu benkos,
HaHO3MYNbLCUMN,
HaHO4aCTULbI

OnpegeneHue CTPYKTypbl
KOMMOHEHTOB
(dbopmdpakTOpoOB,
CTPYKTYPHbIX dpaKkTOpoOB),
napamMeTpoB
NONMMAUCNEPCHOCTU U
OTHOCUTElNbHbLIX BKNaaoB
KOMMOHEHTOB

NMpousBonbHbLIe
KOHAGHCUPOBaHHbLIE
CUCTEMbI:
HaHOKOMNO3UTLI, renu,
a’po3onu, nonumepsbl,
cnnaBbl, ME30NOPUCTLIE
MaTtepuansl 1 T.N.

NMpsamoe mopgennpoBaHue
BHYTPEHHEN CTPYKTYpbl
HeynopsAo4YeHHbIX UNun
YaCTUYHO ynopsAovYeHHbIX
MHoroda3HbIX CUCTEM C
NOMOLbLIO MarnbiX 00 bEeMHbIX
3NeMeHTOB (MOJIeKynsipHO-
MaccoBoe pacnpegerieHue,
AOMEHHasA CTPYKTypa,
Mexda3Hble rpaHuubl),
napamMmeTpbl YNaKoBKMU
HeoaHOpPOAHOCTEMN,
¢pakTanbHasa pasmMepHOCTb
u T.A.



UHhopMaTUBHOCTL AaHHbLIX MarioyrnoBoro paccesiHus

BbiBoa n3 teopemsbl KotenbHukoBa-LLleHHOHa:

YNCJ10 He3aBUCUMbLIX NapamMeTpoB
PaMETPOB, N, D_._ /=

=S
ONMUCbIBaKOLLMX KPUBYH paccesiHusi, paBeH max — max " "

roe D, MaKnMmanbHbIW pa3mep
YacTuubl.

N, onpenenfI@PIMIR Mm4ABEB A Y&t untepan yrnoebix

OTCYETOB B MarioyrrioBOM 3KCNnepuMeHTe:

0 2 4 6 8 10 Ns 12 CnepoBaTtenbHo,
I(s)] | CTPYKTYypa
N \\ pacceuBaloLlen
s AN YyacTuuUbl AOMKHA

] ObITb
10" napamMmeTpu3oBaHa
? G HeOoOnbLWUM

B KONINYECTBOM
10° AT napameTpoB, YTo

: ' orpaHMYnBaeT
000 oms om0 oas o  MPOCTPaHCTBEHHOE
S, A pa3speLlieHue.




O. U. CeepryH, J1. A. DenruH. “PeHTreHOBCKOE U

HenTpoHHOe manoyrnoBoe paccesHue”. MockBa, “Hayka”,
1986, 279c.

A. H. bekpeHes, J1. N. MnpkuH. «ManoyrnoBas
peHTreHorpadwmsa gecopmaumm n paspyLueHus
matepunanoB». MockBa: MI'Y, 1991. 247c.

O. Glatter, O. Kratky. “Small-Angle X-ray Scattering”.
Academic Press Inc. (London) Ltd, 1982, 515p.

A. Guinier and G. Fournet. “Small-Angle Scattering of
X _Rays”. John Wiley & Sons, Inc. (New York), 1955, 268p.

b. K. BanHwTteuH. Andcdpakumsa peHTreHOBCKUX JTy4Yeun Ha
LenHbIX monekynax. MockBa, UspaTtenbctBo AH CCCP,
1963r., 372c.



Indirect Fourier Transform in GNOM

Dmax The operator K(s,r) includes

J(s)= IK(S, r)p(r)dr  the Fourier transform and

Drain smearing effects

This is a typical ill-posed problem, i.e. small errors in J(s) may
lead to large errors in p(r).

Tikhonov’s regularization method is used in GNOM
to solve this problem

T pl=|J - Kp| + o p)

D.l. Svergun (1992) JAC, 25, 495-503



*DAMMIN:

eGASBOR:

eSASHA:

Svergun, D.1. (1999) Biophys. J. 76, 2879-2886

Svergun, D.I., Petoukhov, M.V. & Koch, M.H.J. (2001)
Biophys. J. 80, 2946-2953.

Svergun, D.I., Volkov V.V., Kozin M.B. et.al. (1997)
J. Appl. Cryst. 30, 798-802.



OHPEHETIERNEIDOPMBIMMONIERYIINOENKOEIENIACT BOPENI0;
HAaHHBIMIVIY P CCHONBE0BaHNEMEAOHOIHNTENBHON
NHGO PN CCHEHOBAHNE
MIMMHOIZIOBYIMH ANV EEMATOVIHOLOMIART O

e ; -...i..-_-.. ?

Pdopma MorneKkyrnbl
peBMaTouaHOro
c¢dakTopa
(skcnepumeHT n
Teopwus - rpaduk (c))
V. V. Volkov*, R. L. Kayushina*, V. A. Lapuk**, et al. Crystallography
Reports, Vol. 48, No. 1, 2003, pp. 98—105.

Popma MorneKkyrnbl
UMMyHornooynmHa M
(skcnepumMeHT M
Teopwus - rpacuk (0))



Cryo-EM micrographs

The system was successfully described

by 5 components:
complete and incomplete small capsids (T=1)
complete and incomplete big capsids (T=3,4)
free facets.

(d)

The data show that multiple assembly forms
are a general feature of lumazine synthases.

Ab initio models
X.Zhang, P.Konarev, M.Petouhkov, D.Svergun et.al. JMB (2006) V. 362 p. 753-770



EOM - Ensemble optimization method

P
<

P. Bernado, E. Mylonas, M. V. Petoukhov, M. Blackledge & D. |I. Svergun (2007)
JACS, 129, 5656-5664

Rg distribution






Mean scattering length density (10'° cm?)

GG0066 1SO

—

—
—
- =

|
50%

Solvent deuteration

100%

Contrast variation 1n
biomolecules can take
advantage of the
fortuitous fact that the
major bio-molecular
constituents of have
mean scattering length
densities that are
distinct and lie between
the values for pure D,0O
and pure H,O




£ =0.56

£ =0.76
2 =092
2=112

£ =0.95



Neutrons
Non-10nizing radiation
Penetrating

Wavelength and energies available that are suitable for
probing structures with dimensions 1-1000s A

Coherent scattering lengths that vary randomly with
atomic weight and large 1sotope effect for hydrogen —
contrast variation

Large incoherent scattering cross-section for 'H is a
source of noise 1n small-angle scattering

Interact weakly with matter and are difficult to produce
and detect — therefore should only be used when they
provide information that cannot be otherwise obtained.



—

Are there instrumental effects unaccounted for?

Are the scattering particles mono-disperse and i1dentical or is there
a conformational ensemble?

Do you have dilute solution conditions?

Do the data show the expected Guinier and Porod behavior?
Is the P(r) “well-behaved?”

Are background subtractions accurate?

Have standards been measured?

How well characterized is the sample (purity, concentration)

Are errors appropriately handled — can you rely on y??



P(r) provides a real space interpretation of /(gq)

 P(r)is calculated as
fue lnyerde foleler
transform of /(¢q)
and yields the

Svergun, D. |. & Koch, M. H. J. (2003). Small-angle scattering studies of
biological macromolecules in solution. Rep. Prog. Phys. 66, 1735-1782



