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NTOrn KOHTPO/IbHOM PaboTbl



MeToabl uccnenoBaHUA Nnos1IMMepoB

JKCNepuMeHTa/IbHble
CTaHOApPTHbIE
MWKPOCKONUA: cBeToBaA, TyHHenbHaa, ACM, COM, TOM, KpuoToM, ... +EDS, STEM, ...
cnektpockonua: UK, BUL, YOP, pntoopecueHTHas, KP, AMP, 3P, umneaaHc.
paccesiHne: ynpyroe-Heynpyroe, @OTOHbI-3N1EKTPOHbI-HEUTPOHbI.
Kanopumetpua: ACK, TTA
peonorma: TMA, AMA

cneymduyeckme
[enb-anekTpodopes
fenb-npoHMKatoWwaa xpomoTtorpadpus

KomnbloTepHOoe moaennpoBaHme
MoHTe-Kapno
MonekynapHaa JMHaMKKa
KBaHTOBaa Xmmus

Teopwua
MeTopa cpeaHero nons
KnHetnyeckme ypaBHeHUS



CBeTOBaA MUKPOCKONUA

CTaHAQPTHbLIN ONTUYECKMN MUKPOCKOT

BAVXKHENONbHbIN - MOBbILLIEHUNE pa3peweHna 4OCTUraeTCA AETEKTUPOBAHNEM

paccesaHus

CBETA OT N3y4aemoro obbeKTa Ha PaCCTOAHNAX MEHBLWKUX, YEM OJIUHA BOJ/IHbI CBETA.

[Mo3BonsAeT Nony4yaTb PacTPOBble N306PaXKEHNA NOBEPXHOCTEN N OOBEKTOB C
pa3peleHnem Huxe andpakuMOoHHOro npeaena.

J1TazepHbl KOHPOKAIbHbIA CKAHUPYIOLWUIA — Na3ePHOE U3/Ty4eHNE NPOXOANT CKBO3b

Anadparmy, 40NOAHUTENBHO MOXKHO MEHATb IMyObuHY GOKyca U CKaHMPOBATb
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TyHHEI'IbHaFI N aTOMHO-CUZ10BaA MUKPOCKONMNA AFM — atomic force microscope, 1985

Mbpuna STM n npodunometpa.
STM — scanning tunneling microscope, 1981
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DNEeKTPOHHAA MUKPOCKoNKUA

CKaHMPYIOLWMI 3N1EKTPOHHbINM MUKpockon (COM) MpocBeYnBatoLWLNN SINEKTPOHHbLIN MUKpocKon (MM3M)

Scanning Electron Microscopy (SEM) Transmission Electron Microscopy (TEM)
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DNEeKTPOHHaA MUKpPOCKONKMA

[lBa TMna AETEKTUPYHOLWUNXCA SINTEKTPOHOB! primary

electron

eam Auger
Secondary bean )

Electrons Electrons
ObpaTHopaccesHHble (backscattered electrons, BSE) — Te ke \ Charcioriete
CaMble 3/1IeKTPOHbI, YNPYro paccesiHHble aTomamu obpasua. gmigigvi X-rays
Cathodo
BTopuyHble anekTpoHbl (secondary electrons, SE) — BbIOUTbIE  continuuns @ luminescence

X-rays

3NEKTPOHaMM Ny4YKa U3 obpasLa B pesysibTaTe Heynpyroro
pacceAHuMsn, B OCHOBHOM C NOBEPXHOCTMU.

Fluorescent
X-rays

BarkHelwan nHpopmaumna MOXKET OBbITb NONYyYEHA NPU aHaNU3e
NoH60oYHOro peHTreHoBcKoro nsny4dyeHus (Energy Dispersive X-

BuAbl B3aMOAeNCTBUA 3/IEKTPOHOB C BELLECTBOM:
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Characteristic o

o

X-ray *

Transmitted Diffracted Scattered
Ray detector, EDS) npu Heynpyrom pacceAHuUn 3NeKTPOHOB. Electrons Electrons Electrons
A TEM B STEM
T— MpocBeunBatoLWnii PacTPOBbIA 3NEKTPOHHbI MUKpockon (MP3M, aHrn. scanning
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transmission electron microscope, STEM) — rnépua N3M n COM. B otanume ot
TpaanumoHHom MIM B MPIM 3/1eKTPOHHbBIN NMYYOK POKYCUPYETCA B TOUKY NOA,



DNEeKTPOHHAA MUKPOCKoNKUA

[oa co3aaHuA:
TUNMYHbIE 3HEepruu:
KoHTpacT 3a cuer:
OrpaHunyeHua:

1938

30-300 kB
nornouweHus
npososLne

1952
1-120 kB
pacceaHuna
TOHKMKEe



DNEeKTPOHHAA MUKPOCKoNKUA
[Mpumepbl
CoM VS

MembpaHbil:
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KpmoaneKTpOHHaﬂ N\MKpOCKonMﬂ, HobeneBckaa npemus no xumum 2017 roaa
KPMO3NEKTPOHHAA Tomorpadmsa Paspewetme 40 0.1 Hwm!

NcxoaHo paspaboTaHa ansa buomakpomosiekyn (bepmeHTbl, pubocombl), NOTOMY YTO OHMU
BCe oAgMHaKoBble! Ho NocTeneHHO pacnpocTpaHAeTCA U Ha APYrve KMArkme» ob6beKTbl.

. J Embedded particles
Mpobnaembl TpaanLMOHHOro TIM: T Wie, %J/‘; -
1) B BaKkyyme CTPYKTypa KOHPOpMaLMN MeHAeTcA ! $5ed ' se/.
2) noa nyyom obpaseu, pa3pyLuaeTca =l N W e
“ F—m 1 square patch Fome i nebon cooled vitreous
i I RA= .
3) MOXHO YBUAETb TONbKO ABYMEPHbIN 06pas3 I e ioe layer

carbon film
PelweHue - 3amopo3nTb obpasel, 1 CMOTPETb Ha Nea-CTeKNO. [IpMMeHNTb KoMNbloTePHYO 06paboTky ana 3D.
OcobeHHOCTM: aNna Toro 4tTobbl BOAHDLIN /e, HE KPUCTAaNNNU30BaANCA €0 HYXKHO 3aMOPO3UTb OYEHb ObICTPO U A0 OYEHDb
HU3KMX TemnepaTyp. O6bIMHO NPUMEHSAT XKunaknii ataH (-180C) n cneunanbHbIM NpuUbop «BUTPUDUKATOP».
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XpomaTorpadpusa
1900 rog, Hobenesckaa npemuna 1952

XpomoTorpadua - meTos pasaesieHnsa n aHamsa CMecel BelecTs, OCHOBaHHbIM Ha
pacnpeneneHumn BeWecTs Mexay AByms ¢dazamMn — HENnoABUXKHOM U MOABUKHON.

Henoasu:kHan ¢pasa — obblvHO TBEPAAA pasa, aaAcopbeHT nnmn puUnbTp, HaNnoNHUTENb

XpomaTtorpapumyeckom KOJIOHKN. Munxann CeméHoBuu LiseTt
MopBuKHaa ¢pasa - ra3oBan UAK Kuakaa gasa, UCXOAHO CoaeprKaBLLana CMecCh, (1872—1919)
3/IF0EHT.

BymarkHas xpomaTorpadus:
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rej'lb-I'IpOHMKaI-OIJ.IIaFI XpOMaTOI'paCI)MFI
Cnocob onpeaeneHna MoJIEKYISPHO-MACcCOBOro pacnpeaeneHmsa. M pasgeneHns Moiekyn no AaMHam.

Ba)KHO: BCe LEenu B 31t0eHTe A0MXKHbI ObITb OTAENbHBIMU KyOKamu (c < ¢*) B perkmme xopollero pactsoputens!

Cnocobbl onpeaeneHms BbiXogAaLWMX MOSEKYA:
1) Mo KoHueHTpaumu. O6bIYHO NPOCTO YroN NPenoMAEHNA NN CNeKTpockonuyeckue metoabl (UV, IR).

2) Mo pasmepam moneKyn. CBeTopaccenaHue (pasmep KI1yobKoB), BA3KOCTb.
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[enb 3neKTpoc|)0pe3 B HebonbLUMX NONAX KOHGOPMALMM OCTAOTCH

rayccosbimu, HO AJ/INHHbIE UENN b6onbLie 3anyTblBAOTCA

[nAa 3apAXKeHHbIX MoneKyn, B8 ocHoBHom [HK.
n notomy meaneHHee audPyHaNPYIOT.
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MonnMmepHbIN rens.
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OnddepeHumnmanbHana ckaHupytowasa Kanopmmetpua, DSC

Pa3HKMLA B KONMYECTBE TENa, HEOOXOANMMOro A5 NOBbIWEHNA TeMnepaTypbl 06pa3La 1 3TasloHa,
n3mepAaeTca Kak PyHKLUMA TeMnepaTypbl, CKOPOCTU MUSMEHEHUA TEMMEPATYpPbI

TepmorpaBumeTpuuecknii aHanms (TGA) — metoa TepPMUYECKOTO
aHanu3a, NPy KOTOPOM PEerncTpupyeTca n3meHeHmne maccbl obpasua B

3aBUCMMOCTM OT TeMnepaTypbl

TepmomexaHuueckuit aHanus (TMA) — nccneayet nsmeHeHue
MeXaHMYeCKUX CBOMUCTB, pa3MepoB, OT TeMnepaTypbl.

==

110
Measuring Cell
Reference Heat Sample 100
_————em Flux e
/Senso[ ‘ 90 -
L J\
= 80 -
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Gas z J
= 7o
60 -
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with Heating
Purge Gas

Sample: Door Polymer in Small Pieces

Size: 127.3410 mg

Method: 4Cimin ta 900C

Comment: White door palymer in small pieces

TGA

File: CArmDOORPOLY 002
Operator: CRA,
Rusn Date: 9-Dec01 23:11
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Heat Flow [mW]
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150 175 200 225 250 275 300

Temperature [°C]
Sample: TEFLON TA File: Chrmx) TEFLON.OOG
Size: 0.7300 mm TMA Operator: OLEG

Method: LOW TEMP TEFLOM
Comment: DUPONT TEFLOM TA

Run Date: 14-May-01 20:32
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CneKTpocKonwua.

UccnepoBaHune CNEeKTPpOoB N3nydeHnAa Man OTK/IMKa Ha U3NTy4EHUE.

MoneKynapHaa CNeKTPOCKONUA — nccaegosaHue IHEPreETUYECKUX NnepexonoB mexagy 3a1IEKTPOHHbIMMN, KonebateNbHbIMM

U BpawaTte/ibHbIMN YPOBHAMWU SHEPTUN MOJTEKY/

na noanMmepoB MOXHO UCMOJZIb30BATb:

*IHbpaKpacHaa CNEKTPOCKONMUS Highest energy Lowest energy
Wavelength {nm) — e
*YnbTpadmnonetoBas CNEKTPOCKONMA 102 100 - ot 10 0¥ 1010 Joi2
*CNeKTPOCKONMA KOMBMHALMOHHOIO pacceaHna ceeTa —
*Macc-cnekTpomeTpus - L Xy img ifared 1 Microwave | Radio frequency
*MéccbayapoBCKasA CeKTpocKonua : ' I
o o [ | I | i ] ] | I | [ | | [
*ONEeKTPOHHbIM NAapaMarHUTHbIM Pe30HaHC 10% 108 T e 101 108 10f 104
v (V) : 1
*AlnepHbIVi MarHUTHbINM Pe30HaHC T Frequeney (3
_ : 600 700 750 nm
Infrared . Microwaves I
Laser Radiation =
1grio 1.0-‘3‘ 11::5 m.-’ m.-f' 16-5 Hﬁ*‘ H.'Il'l' ]IZII'E 115-‘ ;
Wave Length (meters)
I:-I-:-c‘lf:ﬂ:| 3:;(]”’ 31:43“ J-:I'IEF' 3J-=I1EI“ Elxl1 i Visible region

Fraquency (MHz)

@ Molecular
vibrations
Inner-shell
electrons Duter-shell
ivalence)

electrons Muolecular rotations
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NK-cnekTpockonua, NK-Pypbe

NN

[MpoxogAallee nsnyvyeHne NOrNOLLAeTCA Ha XapaKTepHbIX YacToTax. M3yyaeT cTpoeHue
MOJIEKY/1, KOBA/ZIEHTHbIE CBA3WN U UX NOABUXKHOCTb. HeyaobHa ans BogHbIX pacTBOPOB. : e v

MpuMmeHAT ANna nonydyeHna nHpopmaunm o GyHKLMOHANbHbIX Fpynnax ¢ 6oabwmnm

Twisting Rocking Wagging Scissoring
AnnonbHbiMm momeHTom (C-H, C=0), 06bi4HO B KOMBUHauum ¢ KPC
(KOMGMHaLIIMOHHOE pacceAHUNe CBeTa, PamaHoBCcKoe pacceﬂHme). XapaKTeprle CNEeKTPbl 414 NOAUMEPOB:
XapaktepHble MK-cneKTpbl pa3HbIX MONeKyn S
L : ! -, 2951cm \ A
1.4 4 Methane B s : : C}j\{cm{—’kﬁmmmm =5 1063cm™
el Formaldehyde 1 : [
1:2:9 1
|
o 1.0 1 1 1
§ 091  Ethylene Water : . R
‘g 0.8 1 1 1 @JLS'P“"‘iqu“%:EEE;L"‘M“"
2 0.7 1 1 o
< 061C0, Formaldehyde(y : i 5\ C-N 1020 cm™?
z.i - e : ! C=0 1730cm? / -CO-N-H 1544cm' 1
0'3 ] ! ' 1650cm
: T o Cco ‘ | :
0.2 1 oYy -
0.11 | L ﬁ : ” |§ ‘ | A J : : @xﬁwri_i_[ oaa N,i-;-i ot
0'05-0 800 1000 1200 1400 160 1 800 2000 2200 2400 2600 2800 3000 3200 3400 36 4000 : 1 A
Wavenumber (cm™") Vo i~ 0 1147em2 A
30‘00 27‘00 24‘00 21‘00 18‘00 15‘00 12‘00 960 6("0
chpbe-CﬂeKTpOCKOHMFI — n3mepAaeTca BpemeHHblie NN NPOCTPAHCTBEHHbIE Wavenumber(cm!)

pacnpeaeneHus, nocae Yero rnosy4atoT CNeKTp ¢ Nomoulbio npeobpasoBaHua dypbe. "



YnbTpadpumnonetoBaa cnektpockonua, UV-Vis

Diode Array
CCD or CMOS

A M
bonee cnnbHoe Bo3aencTemne, No cpaBHeHUo ¢ UK. - f 'ul"ul ] T
doTOH onpeaeneHHOM YacToTbl NOrNOLWAEeTCa AN1A nepexoaa Ha M -
hy I v
6onee Bo3OYyKAEHHbIN YPOBEHb. [ToaAXoAUT ANA BOAHbIX — 1
w II\\ Fllfl‘
PacTBOpPOB. N
Light Source Collimator Solution  Wavelength Selector  Diffraction Grating
Len Sli r Prism
Yno6Hasa obnactb 190—730 Hm, rasHbIM obpasom ot 200 Ao e e o
380 HM. B 3Tux obnactax npo3payHbl ONTUYECKME MaTepuanbl
ANA U3roTOB/IEHMA NPU3M U KIoBET(KBapL,EeBOe CTEK/O,
canpunpoBoOE CTEKNO). 1.2 - ,
Exposure time
A
MeToaunka npumeHaeTca ana 6bICTPOro Ka4eCTBEHHOTO U gs
0.9 - ' $
KO/MM4YeCTBEHHOIO aHA/1IM3a NPOTEKAOWKUX NMPOLECCOB o ~ 10s
c
(nonnmepunsayma, pyHKUMOHaNAU3aUMA). s iy ;_gs
: : - o S

_E/ chiorine bromine lodine The greatly simplified § 0.6 - — PHG

g A= 330 A, .= 420 A, =520 absorption spectra < 20s

2 of the group 7/17

- halogen molecules — 35s

f 0.3 -

= 1 1 1 1 1 1 ] 1 | 1 1 1 ] ] 1 1 1 1 1 1 ] 1 1

240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 640 660 680
ultraviolet region violet blue blue-green green yellow orange red
wavelength/nm visible region wavelength/nm 0.0 - T = : ; ; : I ; .
I I 250 300 350 400 450 500 550 600
Wavelength (nm) 17




KombuHaumnoHHoe paccesHue ceseta (KPC, PamaH)

Heynpyroe paccesaHne $OTOHOB. TaKKe NPpUMEHAETCA B BUAE MUKPOCKOMMUN,

[ —— virtual
- — - - = = |evels
. YaHppacekxapa BeHKaTta PamaH
Ragiz :it;:;mg Rayleigh Scattering Rama(;tziztst)ering ( 1888_ 1970)
C ramnshin : e Hob6eneBckaa npemus no ¢pusunke, 1930.
I (anti-Stokes) | (Stokes) 1
MR el RGP v | M :
A ! ! PpUMepbl Pa3HbIX MOTUMEPOB:
)\‘.ln l ﬂs:lk A Folypropylens " E =
§i1157cm" é :;
CARS Microscopy Chemical Map Molecular ! 2t
~——Polyurethane | | |
Structure | ;
©pump | i
i -
i 2500 §
Ogyokes f | [ 8
Poly mer nys tallin e —— Polyethylene terephlhalale ; —
Sample T
1185cm'! .l: : 40000%
poe : Amorphous L[
Detector Polymer A Polymer B - -VP v - ' 0

1800 1600 1400 1200 1000 800 600 18
Wavenumber (cm™)



KombuHaumnoHHoe paccesHue ceseta (KPC, PamaH)

OnpeaeneHne nsomepum nonnbyragmneHa: OnpeaeneHne coctaBa conoIMMepa
3TUNEH-BUHMNALeTAT:

ois Trans
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I I | | | } I | | I T T T T T T 0 % Vinyl acetate
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Raman shift, cm Raman shift, cm™

CpaBHEHMeE NOINITUNEHA PAa3HOM NIOTHOCTU:

C-C stretch CH; twist
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Macc-cnekTpomeTpua

* BpemanponeTHasa macc-CNeKTPOMETPUA
BTOPUYHbIX MOHOB, TOF-SIMS

o
¥/ o °
&_ o [ TR
C o) 00
& SR BOSO
(.:. - o

* MaTpHUYHO-aKTUBUPOBAHHAA /la3epHas
necopbuna-nonmnsauma, MALDI-TOF
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INEKTPOHHbIM NapaMarHUTHbIN pe3oHaHc, EPR

pe3oHaHCHOE nornoweHmne sneKTpomarHMTHOro nsztly4eHnAa HeCnapeHHbIMmM 3N1EKTPOHaAMU

MeTopn 3MP AaéT YHUKaNbHYIO MHPOPMALMIO O NAapaMarHUTHbIX LEHTPaX, U UX NOABUNKHOCTW.
Mo>KeT NPMMEHSATLCA NPU KOHTPOAUPYEMOM («XKMBOM») NOAMMEPU3aLNU AN KOIMYECTBEHHOTO

aHaNM3a akTUBHbIX paaunkanos (Hanpumep TEMMO).

0 min 17 min

-

— A —A—mp

d[Intensity]
d[Intensity]

v+ SO; — DMPO’-SO,

&5 DMPO'-0, —

Magnetic Field (mT) Magnetic Field (mT) -

ss-1 2 T 0
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AnepHbI MarHMTHbIKU pe3oHaHc, NMR

pe30oHaHCHOE nornoweHne nnn n3nyv4eHune 3ﬂ€KTpOMaFHMTHOl>‘I dHEpPrnn selwecTtsom, cogepaim aapa ¢ HEHyNEBbIM
CNMMHOM BO BHEWLHEM CU/TBHOM MAarHMTHOM MNoOJe.

[lo3sonAaer onpeaenAaTb CoCtas NoiMmepa.

PPEGMA-b-PDEAEMA

e

PDEAEMA-b-PMMA




KOHTpOl’I bHblE€ BOMPOCHI



Ha cnepytowen nekynm:

MeToabl pacceaHusa.

Peonorua.

KomnbloTepHoe moaennpoBaHue.
Teopwua.
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