[NocniparKeHHA HAHOCTPYKTYpOBaHMUX 06’eKTiB meToa0M
Ma/IOKyTOBOIrO PEHTreHiBCbKoro po3ciaHHA (SAXS)

SAXS (anen. small-angle X-ray scattering) — 1ie HepyHHIBHHI METO JOCIIIKEHHS
HAHOCTPYKTYP B PIIMHAX Ta TBEPJUX TUIAX. Y TaHOMY METOJI PEHTTCHIBCHKHMA
MIPOMIHbB I1aJIa€ Ha HAHOCTPYKTYPOBAHUM 3pa30K (HampuKJIa, OUIKH,
MaKpOMOJICKYJI, HAHOYACTUHKH TUCIIEPCHOT CUCTeMU). BmacTuBocTi Marepialis,
B3arajii KaXy4H, 3aJie)KaTh BiJl CTPYKTypH Ta pO3TalllyBaHHS JOMEHIB y
HaHoMaciTadi. [ Toro, 1mo0b 3 BEIUKOIO TOYHICTIO MMPOBECTH aHANI3 CTPYKTYPH
MaTepianiB, HEOOX1THO 3p03yMITH B3aEMO3B’ 130K MK po3MipoMm, popMoro Ta
YIOPSAKOBAHICTIO HAHOEJIEMEHTIB CUCTEMH Ta i MaKpOCKOMIYHOI TOBEIIHKOIO.
IcHye nexiibKa KJIaCMYHMX METO/IIB, 30KpEMa MIKPOCKOI1s (AaTOMHO-CHUJIOBA
MiKpocKoTisi (AFM) Ta TpaHCMiciiiHa enekTporHa Mikpockoris(TEM), ski
BUKOPHCTOBYIOTh JIJISl XapaKTEPUCTUKN HaHOOYA0BU MaTepiaiiB. OfHAK 111 METOIU
MaroTh HEJIONIK Y TOMY, 1[0 PENPE3EHTATUBHI YCEPEHEHH] PE3yJIbTaTH 010
CTPYKTYPH YChOTO 3pa3Kka Maii’e HIKOJIU He MOkHa oTpuMaTtu. [Iporte, meTon
MaJIOKyTOBOT'O PEHTI€HIBCHKOTO po3cisHHs (SAXS) myxke 100pe MoXke JTOIOBHUTH
MIKPOCKOIIII0, aJ1Ke BIH 3a0€e31euye JOCTOBIPHY 1HPOPMALIIIO PO CTPYKTYPY BEITUKOI
YACTHUHU 3pa3Ka.

OCHOBHi NIPUHIUIIN MAJOKYTOBOI'0 PEHTTE€HIiBCbKOI0
PO3CisTHHS

Kopucryauy, sikuii Brepiiie 0y/ie MaTu CIIpaBy 13 IIMM METOJIOM, TOTPIOHO
MOBEPHYTHUCA Yy cepeuny XX CT., aJKe ToJI1 OyJiu po3poOsieHH GyHIaMEeHTalbH1
NPUHIUITH [[OTO METOY 1 IPOBEICHO NepIiuii ekcriepuMeHT. ['iHbe Ta ®oprer [1]
BUKOpHcTanu SAXS /it BUBUEHHS] HAHOCTPYKTYpH CIUIaBiB MeTamiB, a Kpatkwuii
3aCTOCYBaB LIEd METO/ JIJIsl OMUCY O10JIOTTYHHUX MAKPOMOJIEKYJ B PO3UMHI.

Ha cporogni 10CHiKEHHS] METOJJOM MaJIOKyTOBOI'O PEHTTE€HIBCHKOTO PO3CISTHHS
IPOBOJSITHCS Ha BEJMKUX MMyYKaX CHHXPOTPOHHOTI'O BUITPOMIHIOBAHHS 1 B Cy4aCHUX,
CHeIiajgbHO 00JIaTHAHUX JIA00PaTOPIsIX.

IpuHuun podorun

JI>xepeno BUIPOMIHIOE PEHTI€HIBCbKUI IPOMIHb, IKUH B3a€EMOJIIE 3 €1EKTPOHOM
3pasKy 1 po3ciroeThesi. OTpuMaHa KapTHHA PO3CISTHHS XapaKkTepusye Oy0By 3pa3ka Ha
HAHOPIBHI, 1 MOKe OyTH BUKOPUCTAHA JIsl BA3BHAUYEHHS BAXKIIMBUX CTPYKTYPHHUX
napameTpiB, TAKUX SIK PO3Mip HAHOYACTUHOK, IXHS ¢opma, BHYTpilIHS Oy0Ba,
HOPHUCTICTH Ta YIOPSIIKOBAHICTb.


https://wiki.anton-paar.com/en/atomic-force-microscopy-afm/

Detector

ToschenHs 00 pucyHky:
X-rays — penmeeniscoke 6UNPOMIHIOBAHHS,
scattered X-rays — poscisini penmeeniecoki
scattered \ npoOMeni;
) 1 rays \ Detector — oemexmop;

| Nanostructured sample —
HAHOCMPYKMYPOBAHULL 3DA30K.

X-rays

Nanostructured sample

Puc. 1. Ilpunyun excnepumenmy SAXS.

[ToAMBUTHUCH SK MPAIIOE METO MAJIOKYTOBOT'O PO3CISTHHS MOJKHA B
OJIHOXBHJIMHHOMY Bigeo “SAXS with an S”.

Beauki i maJjii KyTH : pi3HMIA

PentreniBchKi MPpOMEH1 MOKYTh PO3CIIOBATHUCH MiJl PI3HUMU KyTamu. B3arani,
MO>KHA CKa3aTH TaK: YUM
OLIIBIII YaCTUHKH, TUM
MEHIIIUM € KyT PO3CISIHHSI.

THosacnenns 00 pucyHky:

Incident X-ray beam — naoarouuii
PeHmeeHi8CbKULl NPOMilb,

WAXS (anen. Wide-angle X-ray
scattering) — seauxokymose
PEH2EHIBCHKE PO3CIAHHA.

Incident
X-ray beam
—_————

Puc. 2. Benruxoxymose ma ManioKymose po3CisiHts peHmeeHi8CbKUX NPOMEHIE.

VY Meroai SAXS, aHani3yeThCsl pEHTTEHIBCbKE PO3CIFOBAHHS M1 KyTaMH, SIK1
3a3Buyail Menmi Hix 10°

, JUTSl TOCHIKEHHSI HAHOYACTUHOK Ta JIOMEHIB, sIKI MalOTh XapakTepHi po3mipu D
Bi1 1 10 100 HM.


https://www.youtube.com/watch?v=58qi2tVPKX4

Y MeToai WAXS 3a TOTIOMOTOI0 BETMKOKYTOBOTO PEHTI€HIBCHKOTO PO3CIFOBAHHSI
(Wide-angle X-ray scattering) nocmiKyrOThCSI MEHIII CTPYKTYPH, TaKi K
KpUCTaJIIYHA PEIliTKa Ha aTOMHOMY PiBHI. TyT po3CissHHS Bi10yBa€ThCS Ha O1IBIII
kyTH. Otpumani pesynbsratu WAXS Hagal0Th MOXKIIUBICTh aHATI3yBaTH
CTPYKTYPH, pO3MIpH SKUX MeHI HaHoMeTpy (d< 1HM), Taki K aToMH Ta
MDKaTOMHI BIJICTaHi.

Tunm koximaropis

[lepen po3ciroBaHHAM, TOOTO MOMAIaHHIM Ha 3pa30K, PEHTI€HIBCHKUN MTYYOK
TpaHCPOPMYIOTh y CTPOTO BHU3HAUEHY JIiHIKHY a00 ToukoBy dopmy. Lleit mporec
HA3UBAETHCS KOTIMAIETO.

Koxen tun xommarii iieaJibHO MIXOJUTh I PI3HUX c(ep 3aCTOCYBaHHS.

THoscnenns 00 pucynxy:

Point Collimation: Line Collimation: ’ ; £
Point Collimation — mouxosa
Koaimayis,
Detector Detector Line Collimation — ninitina
Koaimayis,
Detector — oemexmop,
Sample / Sample / Sample — spasok;

Pinholes — nopa;
/ Slit system — winuna;

A
/ Pinholes / / Slit System X-Ray Source — doicepeno

peHmzeHiech()zo

X-Ray Source X-Ray Source BUNPOMIHIOBAHHSL.

Puc. 3. Tunu xonimauii.

JliniitHo konmimoBanuii my4ok ( line-collimated beam) mae nepesary, amke y
HBOMY HOTIK BUCOKOEHEPTeTUYHUX (POTOHIB MOTY>KHIIIUHN, HI)K y BUMAJIKY
TOUYKOBOT KOJIIMallii, a IIe 03HaYae, 110 4Yac BUMIPIOBAHHSA Y HHOT'O MOXE OyTH
3HaAYHO MeHIMM. HemomikoM JiHIHHOT KoiMallii my4yka € Te, 10 BIH MOXe
JIOCITIJIKYBATH JIUIIE 130TPOITHI 3pa3ku. ToMy JiHIHHO KOJIMOBaHI My4YKH
NEepPEeBaXKHO 3aCTOCOBYIOTHCS JIJIs BUBUECHHS CJ1Ia00 PO3CIIOI0YMX 3Pa3KiB, TAKUX SIK
OUIKM 4 1HIIA M’ SIK1 TKAHUHHU.

To4YKOBO KOJIIMOBAaHUH ITy4OK MOYKHA 3aCTOCOBYBATH TAKOX 1 JIJIS aHATI3Y
aH130TPOITHUX MaTepialliB, TAKUX SIK BOJIOKHA Ta MOPHUCTI TBep i Tija. ToukoBa


https://www.anton-paar.com/corp-en/products/details/modular-saxswaxs-system-saxspace/

KOJIIMAIIisl J03BOJISIE€ JOCIKYBAaTH HEBEJIMKI 00J1acTi 3pa3Ka 1 BU3HaUYaTH MOTro
JOKaIbHY CTPYKTYpY. Henomik — mopiBHIHO OUIBIINI Yac BUMIPIOBaHHS.

IlapameTtpu, siki 103B0oJIsI€ BU3HA4YaTH SAXS. 3acTocyBaHHs

Jlanuit MeTO1 BUKOPUCTOBYETHCS JIJIsl BA3HAUCHHS PI3HUX MapaMeTpiB
HAHOCTPYKTYpH 3pa3kiB. Cepesl HalOUIbII NOMYJISIPHUX:

Internal Structure

e dopwma (shape)
e Po3swmip (Size)
e Buyrpimns crpykrypa (internal
— structure)

e Kpucramiunicts (crystallity)

e TlopucricTh (porosity)

e OpieHTanis, ynopsaKkOBaHICTh
(orientation)

What SAXS
determines

Orientation

Crystallinify‘

Puc. 3. Ilapamempu, sixi 0ozeonsie euznawamu SAXS (What SAXS determines).

YHikaabHi nepeBaru SAXS
XapakrepHi pe3yJabTaTH

PesynpTaTi orprMani 3a normomoror SAXS, xapakTepu3ylTh BECh 3pa30K, TOMY €
JIOTIOBHEHHSIM JI0 1HIIIMX METO/IIB, SIKI TAKOXX HAJAAIOTh YHIKAJIbHY 1H(pOpMAIIito Mpo
3pa3oK, alie XapaKTepizye HOro JOKAIBHO (€JIEKTPOHHA MIKPOCKOITis, HATIPUKIIAT).

HanocTpykTypa TOHKHX IIJTIBOK MOXe OyTH TTpOaHalli30BaHa, 3aCTOCOBYIOUU
PEHTIeHIBCbKUI MPOMIHb, IKUI MaJae MiJ Ay’XKe MaJIUM KyTOM (JIeIb TOPKAETHCS).
Lle#t metoa HasuBaeTbest GISAXS (MeTon macuBHOTrO nmamiHHsas SAXS, Bija aHTII.
grazing-incidence SAXS), BiH iieajbHO JTOMOBHIOE METOIN MIKPOCKOIIT Ta Ha1a€
iH(opMailito, sika € J0CTOBIPHOIO JJIsI BEJIMKOT0 00’ €My 3pa3Ka.

Hesesuki 3ycnuis 1jsi MiATOTOBKHU 3pa3KiB

[ITo cTocyeThcst MATOTOBKH 3pa3kiB, TO y MeToal SAXS 3pasku maiixke He
noTpeOyroTh miAroroBku. Lle Hagae meTony nepesary y nopiBHsHHi i3 AMP-
CIIEKTPOCKOTMIEIO Ta €IEKTPOHHOKO MIKPOCKOMIETO, K1 TOTPEOYIOTh MaCIITa0OHO1


https://wiki.anton-paar.com/en/grazing-incidence-small-angle-x-ray-scattering-gisaxs/

HiArOTOBKH 3pa3kiB. SAXS 103B0JIsI€ IPOBOJAUTH BUMIPIOBAaHHs IN-SitU, 103BoJIsE
3armo0irTH MosBi apTedaKTiB MPH MiATOTOBII 3pa3KiB Ta 3AJIUIIAE 3PA30K HE3MIHHUM.

AHaJi3 0i0J10TIYHUX MaTepiaJiB, IKi 3HAXOAATHCS MPUPOAHBOMY CTAHI

Meton SAXSBUAUISIETHCS TAKOXK TUM, 1110 HOTO MOXKHA BUKOPUCTOBYBATH JIJIsI
JOCITIKEHHS 010JIOTTYHUX MaKpOMOJIEKYJI B PO3YHHI, TOOTO Yy (h1310JI0TIYHUX YMOBAX.
[le#, Bce OLIBIIT TOMYIAPHUN METO, BimoMuii ik BioSAXS € nyke BaKITMBUM
THCTPYMEHTOM JUIS TOCIIJIPKEHHSI TMHAMIKH O10MOJICKYJI Y «P1THOMY» JIJISI HUX
CEPEIOBUIIT.

BucHoBkn

Ha croroani, Mmetog SAXS4acTo BUKOPUCTOBYIOTH SIK IHCTPYMEHT ISl aHAI3y
po3mipy, hopMH 1 BHYTPIIIHBOI OY0BH HAHOMATEPialliB, B HAYKOBIH JiSIILHOCTI 1 BCE
YacTille JJIsl PYyTUHHUX aHai31B, HAIIPUKJIAJ], €KOJOTTUHHUX JOCIIIKEHHSIX
HAaHOYACTHUHOK. MeTo/ HaJlae penpe3eHTaTUBHY 1H(POPMALIIIO 1 € XOPOLIUM
JTOTMOBHEHHM 10 SIMP-criekTpockomii Ta aTOMHO-EJIEKTPOHHOT MIKPOCKOTIIT SISt
aHayi3y HAaHOCTPYKTYP.

Merton mae 6araTo 3aCTOCyBaHb, y TOMY YHCJI1 BiH 3aCTOCOBYETBHCS JIJISI BUBUCHHS Ta
aHani3y 010J0T1YHUX MaTepiaiiB (OUIKIB, XKUPIB), IUCIIEPCHUX CUCTEM, EMYJIbCIH,
MMOBEPXHEBO-aKTUBHHUX PEYOBHH, METAJIIB, ITOJIIMEPIB, BOJIOKOH, KaTaji3aTOPIB Ta 1HIII.
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[aHHa cTaTTa € nepeKnagomM Ha yKpaiHCbKY opuriHanbHOI CTaTTi
(https://wiki.anton-paar.com/en/saxs-nanostructure-analysis/)
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