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BBenenue

CoBpeMeHHas MPOMBIIIJIEHHOCTh M HayKa HEMBICIMMBI 0€3 IMOJIMMEPHBIX
MaTepUajoB, KOTOpbIE HAXOIAT MPHUMEHEHHE MPaKTHYECKH BO Bcex cdepax
YeJIOBEUECKON JIEATEIIBHOCTH — OT YIAKOBKM M MEAMIMHBI 10 a3pPOKOCMUYECKON
TEXHUKHM M d3JeKTpoHukH. [llupokoe pa3zHOoOOpas3ue CBOWCTB MOJMMEPOB,
OOyCIIOBJIGHHOE WX XHWMHUYECKUM COCTaBOM, HAJMOJIEKYJISAPHOW CTPYKTypol H
HAJIMYUEM pa3IM4YHBIX J00aBOK, TpeOyeT NPUMEHEHUs TOYHBIX M HaJEKHBIX
METOJIOB aHajau3a g OOECHEeYeHHs] KOHTPOJISI KadecTBa, IMPOTHO3UPOBAHUS
AKCILTYyaTallMOHHBIX XapaKTEPUCTUK U PEIICHUS TEXHOJIOTMYECKUX 3aay.

D¢} PexTUBHBIA KOHTPOJIb HAa BCEX 3Tallax >KM3HEHHOI'O LIMKJIA MOJIMMEPHOTO
MaTepHuana — OT BXOJSAUIETO ChIPbs JO TOTOBOM NPOAYKIIMHU — SIBIISIETCA 3aJI0TOM €0
COOTBETCTBHSI CTPOTUM TpeOOBAHMUSAM CTaHIAAPTOB, HOPMATHUBHBIX JOKYMEHTOB U
cnenuduyeckum 3ampocaM norpedurteneil. HeobxoauMocTh uIaeHTUPUKALIIU
MOJINMEPOB, OIMPEACIICHUS UX MOJEKYJISIPHO-MAaCCOBOIO paclpeAesieHHs, aHaIu3a
COCTaBa COIOJIMMEPOB, OOHAPYKEHUS NpPUMECEd U OCTATOYHBIX MOHOMEPOB,
UCCJEIOBAHMUS KWHETUKH JErpajallii M CTapeHHsl JIeJaeT COBPEMEHHYIO
AHAIMUTHYECKYI0 XUMHIO IOJIMMEPOB HEOTHEMIIEMOM YaCThIO TEXHOJOIMYECKUX
IIPOLIECCOB U HAYYHBIX MCCIIEOBAHUM.

JlanHoe  y4eOHO-METOJIMYECKOe TMOCOOME  MOCBSAIIEHO MOAPOOHOMY
PacCMOTPEHUIO KITFOUEBBIX (PU3UKO-XUMUYECKUX METOJOB aHaliM3a MOJUMEPHBIX
MaTepuanoB. B HeM cucreMatusnpoBaHa HHGOpMAIUS O TEOPETUYECKUX OCHOBAX,
BO3MOYKHOCTSIX U MPAKTUYECKOM MTPUMEHEHUU TaKUX METOJIOB, KaK:

o Crnektpockonuueckue metonbl (MK-®Dypbe cnekrpockonusi, SAMP,
OIIP), no3BOJISAIOIINE U3YUYaTh XUMUYECKUH COCTAB U MOJIEKYJISIPHYIO CTPYKTYPY;

° XpoMmarorpadpuueckue wmeroasl (I'X, BOIXX, TITIX, TCX),
npeIHa3HAaYeHHbIE IS pa3[eieHHus CIOXKHBIX CMeced, aHanu3a J00aBOK U
OTpPEIEICHUS MOJIEKYJIIPHO-MAaCCOBOIO PacipeiesICHus;

o ['uGpuanHbie METOJIbI (XpomaTo-Macc-ClIeKTPOMETPHS),

o0ecrnieunBaroIIye OecTpeeICHTHY IO HIEHTU(UKALINIO KOMIIOHEHTOB;



° Mertonsi anementHoro ananusa (ICP, XRF, CHNS), HeoO6xoaumeble s
KOHTPOJIS COJIEPKaHMs METAJIIOB, TAJIOTEHOB U APYTHUX 3JIEMEHTOB;

° CTpyKTypHBIE METOJIbI (PEHTICHOCTPYKTYPHBIA aHaIu3), JaroIue
HH(OPMAITUIO 0 KPUCTALTUIHOCTH U (Pa30BOM COCTaBE;

o Metopl aHanM3a BIAXKHOCTH, KPUTHUYECKU BaXKHBIE JIJI1 00eCieueHUs
CTAOMJIBHOCTH TEXHOJIOTHYECKHX TMPOIECCOB M IPEAOTBPAIICHUS Jerpajaiuu
MaTepuanoB.

enpto mocoOust sABIsIETCS (POPMHUPOBAHUE Yy CTYACHTOB, IIETOCTHOTO
MpEACTaBICHUs] 00 apceHalie AaHAJIUTUYECKUX CPEACTB, HCHOJb3yEMBIX B
MOJIMMEPHON HayKe M MPOMBIIIJIEHHOCTU. M3oxkeHnne Marepuana MOCTPOCHO IO
€IMHOMY TPUHIUITY: OT TEOPETHYECKHUX OCHOB METOJIa — K €ro KOHKPETHBIM
NPUMEHEHUSIM  JIJII  pEIICHUs MNPaKTHYECKUX 3a7ad, MpPeuMyIlecTBaM U
OTpaHUYCHUSIM, C TIPUBEICHUEM IIPUMEPOB U METOIUK MPOOOTIOITOTOBKH.

ITocobue mnpu3BaHO CTaTh HAJEKHBIM PYKOBOJCTBOM JUIS OBJIAQJCHUS
HaBBbIKAMU BBIOOpA W MPUMEHEHUS ONTUMAIbHBIX AHAIUTHUYECKUX METOJHUK, YTO
SBJISIETCS OCHOBOHM I yCHENTHOM paboThl B 00JACTH XHUMHH, TEXHOJOTUH U

HCCIICAOBAHUA ITOJIMMCPHBIX MATCPHAJIOB.



I'naBa 1. CniekTpocKoOnMYeCKUE METOAbI AHAJIHN3A

CHexTpoCKONMUYECKUE METObl 3aHUMAIOT LIEHTPAIIBHOE MECTO B apCeHase
AHAIUTUYECKUX MHCTPYMEHTOB I UCCIEAOBAHUS MOJUMEPHBIX Marepuanon. Mx
YHUKAJIBHOCTh 3aKJIIOYAETCsl B CHOCOOHOCTHU TMPEAOCTaBIATH HH(POPMAILIUIO O
XUMHUYECKOM COCTAaBE, MOJIEKYJSIPHOW CTPYKTYpE, TMHAMUKE U B3aUMOICHCTBHSIX
Ha AaTOMHOM U MOJIEKYJISIPHOM YPOBHE.

B maHHOM pa3zzerne paccCMaTpuBarOTCA TPU KIIOUYEBBIX CIEKTPOCKOMUYECKHUX
MeTO0/1a, HanboJiee BOCTPEOOBAHHBIX B aHAJIU3E TIOJTUMEPOB:

1 HK-®yppe cnekrpockomusi — METOJ, OCHOBAaHHBIM Ha NOTJIONICHUU
UH(PAKPACHOTO U3ITYUYEHUSI XUMUUECKUMH CBsi3aMu. OH obecrnieunBaeT ObICTPOE U
HaJIe)KHOE ompeieNieHne (QYHKIMOHATBHBIX TPYM, UICHTU(PUKAIIUIO TTOJIUMEPOB,
M3Y4YCHUE KUHETUKHA XUMUUYECKUX PeaKIUil (Hampumep, OTBEPKIACHUS, OKUCIICHUS,
TUAPOJIM3a), a TakKe KOJMYECTBEHHbIM aHaliu3 J00aBOK U HAMNOJHUTEIICH.
CoBpeMeHHbIE TEXHOJOTHH, TAKWE KaK CIEKTPOCKOIHUS OCIA0JICHHOTO IOJHOTO
BHyTpeHHero otpaxkenus (ATR), caemamu meton eme Oojee OCTYNHBIM U
yAOOHBIM JIJIsl aHAJIM3a MOBEPXHOCTEH U TBEPABIX 00PA3IIOB;

2 Snepubiit MarHuTHBIM pe3oHaHC (SIMP) — MOIIHBIN HWHCTPYMEHT IS
JETAIBHOTO U3YYEHUS XUMHUYECKOM CTPYKTypbl nosmmepoB. B ortinuune ot UK-
cnekTpockonuu, IMP no3BossieT He TONBKO UICHTU(DUIIUPOBATH (DYHKIIMOHATBHbIE
IpyNIbl, HO ¥ ONPEACIUTh HUX ONnxKailiiee OKpyXeHHe, KOH(POPMAIIUIO
MAaKpOMOJIEKYJI, TAKTHYHOCTb, COCTaB W TMOCJIEAOBATEIIBHOCTh MOHOMEPHBIX
3BEHbEB B comojuMepax. Merton oOecrneunBaeT KaK KayeCTBEHHBIM, Tak U
KOJINYECTBEHHBIM aHAJIN3, a4 TaKXE BO3MOXKHOCTb MCCIICIOBAHUs MPOLIECCOB B
pEaIbHOM BPEMEHH;

3 DneKTpOHHBIN napamMarHuTHbIN pe3oHaHc (OIIP) — crnenunann3vupoBaHHbBIN
METOJI, TPUMEHSIEMBIH 711 OOHAPY>KEHUSI U U3YUYEHUs] HECITAPEHHBIX DJIEKTPOHOB B
MOJUMEPHBIX cuctemax. OH He3aMEeHMM [JI1 MCCIEIOBAHUSA PAAUKAIBHBIX
IIPOLIECCOB, TAKUX KaK MHULIMUPOBAHUE MOJIUMEPU3ALINU, OKUCIIEHUE, NECTPYKIUA

u ctapeHue MarepuaioB. C MOMONIBIO CIIMHOBBIX 30HA0B M MeTOK JIIP Takxke



MO3BOJIIET U3y4aTh MUKPOBSA3KOCTb, IIOJBUKHOCTb CETMEHTOB IIOJUMEPHBIX LiECNEH
U (a30BbIE IEPEXOIBI.

Kaxnapiii w3 3THX MeTOIOB 00MagaeT CcBOEH 00JIacThI0 MpPUMEHEHUS,
IPEUMYIIECTBAMU U OrPaHUYEHUSIMU. VX KOMITJIEKCHOE HUCIIOJIb30BAHNE TIO3BOJISET
IOJI[y4YUTh BCECTOPOHHIOK XapaKTEPUCTUKY IOJUMEPHOrO MaTepuana — OT €ro
XUMHUYECKOTO COCTaBa M HAJMOJEKYJSIPHOM OpraHu3aldd 10 JWHAMHYECKHX

CBOMCTB U MEXaHU3MOB HpeBpameHHfI.

1.1 NK-®ypbe cneKTpoMeTpHst

Meron  UK-Oypre  cnextpomerpuu  (Fourier-Transform  Infrared
Spectroscopy, FTIR) sBisieTcss oqHUM M3 CaMbIX MOIIHBIX U PAaCIPOCTPAHEHHBIX
WHCTPYMEHTOB JUIsl aHaliu3a MOJUMEpPoB. Ero yHHMBEpCaIbHOCTb, CKOPOCTh U
MH(POPMATUBHOCTH JENAI0T €r0 HE3AMEHUMBIM KaK B HAYYHBIX UCCIICIOBAHUSX, TAK
Y B IPOMBIIIUIEHHOM KOHTPOJIE Ka4eCTBa.

JIroOast MoJsieKyda HAaXOJUTCS B TOCTOSIHHOM KOJIe0ATE€TbHOM JIBUKEHUHU.
KoBaneHTHbIE CBSI3M B HEM MOKHO INPEICTaBUTh KaK MPYKUHKH, KOTOPbIE MOTYT
pactaruBathcss M crubarbes. MK-criekTpockomnuss OCHOBaHAa Ha TMOIJIOLIEHUU
MH(PpaKpacCHOrO M3IYy4YEHUST MOJICKYJIOM, KOTJa YacToTa JTOTO H3IIy4YeHUs
COBMAJAET C YACTOTON COOCTBEHHBIX KOJICOAHUM CBSI3€H B MOJIEKYJIE.

DHeprusi norjioiieHus coorBeTcTByeT cpeaneMy UK-auanazony (4000 — 400
cM!, Tme cM' — 9TO eAMHWI]A W3MEpPEHUsS BOJHOBOTO YHCIA, OOpaTHO
MPONOPLUHUOHANIbHAS IJINHE BOJIHBI).

[Ipu mornomeHun (GoTOHA AMIUIMTYyAa KoJieOaHHSI CBSI3U YBEJIWYHBACTCH.
Pasznbie Tumnel xumnueckux cszeit (C-H, C=0, C-O, O-H, N-H u 1.1.) mormomaror
Ha XapaKTePHBIX JIJIsI HUX YacTOTaxX, CO3/laBasi CBOe0Opa3HbIe "OTIeuaTky naibieB"
(GyHKIIMOHATBHBIX TPYMII.

B oTnnure oT cTaphiX AUCHEPCUOHHBIX CIEKTPOMETPOB, KOTOPHIE U3MEPSLIIU
MOTJIOIIEHHE MO OJHOM JJIMHE BOJHBI 3a pa3, Dypee-cnexkrpomerp (pucyHOK 1)

peructpupyet uatepheporpaMmy — CIOKHBIA CUTHAI, COAEp KAl HHMOPMAITHIO



000 BCeX JUITMHAX BOJH OJHOBPEMEHHO. C TOMOIIBI0 MATEMAaTHYECKOTO aIrTOpPUTMA
(oopatHoro dypwe-npeodOpazoBanus) 3Ta HHTEepdeporpamma mnpeodpaszyercs B

IIPUBBIYHBIN CIEKTP MOTJIOLIEHHUS.
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Pucynok 1 — Cxema UK-®ypbe ciekrpomeTpa

Kunrouessie npenmyiiectsa UK-Oypre criekrpoMeTpun nepet KIIacCUuueCKon

HNK-cniekrpockonuei:

° Bricokast CKOpOCTb — CHAATHE OJTHOT'O CIIEKTPA 3aHUMAET CEKYH/IbL;
° Bricokast 4yBCTBUTEILHOCTh M OTHOIICHUE CUTHA/IITYM;

° Bricokoe crniekTpanabHOE pa3pelIeHue;

° MHOroKaHaJIbHOCTb.



OcHoBHble ob6nactu npuMmeHeHus: MK-Dypbe crieKTpoMeTpuu Jisi aHalu3a
MOJIMMEPOB:

1 WNnentudukanus U yCTaHOBIEHWE CTPYKTYPHI MOJIUMEpa. ITO caMoe
MIPOCTOE U PACIPOCTPAHEHHOE NMTpUMEHEHHUE. Kaxaplil moauMep UMEET YHUKAIbHbBIN
HK-criexTp, Mo3BOJISIOMNN €0 UASHTU(DUIIMPOBAT, HATIPUMED:

o [Tomustunen  (PE): XapakTepHbIE  WHTEHCUBHBIE  IOJOCHI
ACUMMETPHUYHBIX U CAMMETPUYHBIX BaJICHTHBIX Kojiebanuit C-H B o6mactu ~2920 u
~2850 cm!, a Taxke aedopmarnmonnsie koinedbanus C-H B o6xactu ~1470 u ~720
cM

o [Tomunpornmien (PP): kpome mnomoc C-H, mnosBisitoTCS MOJIOCHI,

cBszanHbie ¢ KoneOanusMu CH- u CHa-rpynm B M30MpoONuiIbHOM (parMeHTe, uTo

ITO3BOJIAACT OTIIMYUTH €T0 OT ITOJIUDTHUIICHA,

o [Momueunminxnopun (PVC): xapakrepnas nonoca C-Cl B o6nactu 600-
700 cm 1
o [Tommstunentepedranar (PET): nuHTEHCUBHBIE MOI0CH KapOOHUIIEHON

rpynnbel C=0 ~1720 cm ! u cnoxuodPupHoi cBsazu C-O ~1250 u ~1100 cm Y

o [Tomamuppl: monockl aMuiHOM rpynmbl: C=0 (~1640 cm™, amua 1) u
N-H (~3300 cm ' 1 ~1540 cm ', amup 11).

JUist uaeHTUPUKALMKY UCTIOJIb3YIOTCS OMOIMOTEKH CHEKTPOB, ¢ KOTOPBIMU
KOMIIBIOTEpHAsI IPOrpaMMa CPaBHUBAET CIIEKTP HEM3BECTHOrO 00pasla.

2 N3ydyeHue KMHETHKM M MeXaHM3Ma xuMmuuyeckux peaknui: HMK-Dypbe
CHEKTPOMETPHUS UACATBHO MOAXOIUT JUIsl MOHUTOPUHTA XUMUYECKUX ITPEBPAILICHUI
B MTOJIMMEPAX B PEAIbHOM BPEMEHHU, HAITPUMED:

o OTBepKAeHHE  SMOKCUAHBIX  CMOJ:  MOXHO  HaOmonaTh  3a
YMEHBIIICHUEM HWHTEHCUBHOCTU IMOJIOCHI BMOKCUAHON rpynnbel (~915 cm™) u
MOSIBJIEHUEM T10JIOC THIAPOKCHIIBHBIX TPYMII 10 MEPE MPOXOKACHUS PEAKLUY;

o Oxucnenve u AecTpyKuus: mpu ctaperuu nonuonedpunon (I19, TIIT)
noja jaevcTBueM Termaa u Y D-u3MydeHUs MOSBISIIOTCS TOJOCH KapOOHUIBHBIX
rpynn (C=0, 1700-1750 cm™') u runpokcunbhbix rpynn (O-H, ~3400 cm™), uto
MO3BOJISIET OLIEHUTh CTENIEHb JIErPaalliu;
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o ['mpponus: Hanpumep, ruaposn3 [I9TD npuBOAUT K YMEHBIIEHHUIO
MOJIOCHl  CIIOKHOX(UPHON CBSI3M U TOSBJICHUIO TI0JIOC KapOOKCHUJIBHBIX U
TUJIPOKCUIBHBIX TPYIII.

3 KoandecTBeHHBINM aHaAJIM3 — MHTEHCUBHOCTH MOJ0ChI norjomenus B MK-

cnekTpe noauunHsiercs 3akony byrepa-JlamOepra-bepa:

A=gecel, (1)

rae A — ontuyeckas IOTHOCTD,

€ — KO3(pPHUIMEHT MOJIIPHOTO MOTJIOLIEHUS,

C — KOHLIEHTpalus,

1 — TonmuHa o6pasia.

OTO NO3BOJISIET MOJIYYUTH CIEAYIOIINE JaHHBIE:

o Onpenensarsb KOHLIEHTPALUIO 100aBOK (mmacTuguKaTOpOB,
AHTUOKCUIAHTOB, CTA0MIN3aTOPOB) B MOJIMMEPHON MAaTpPHIIE;

o N3mepsTh cTeneHb KPUCTALTMYHOCTU: HANPUMEp, IS MOJIMATUIICHA
nosiockl 730 cM™' 1 720 cM™! COOTBETCTBYIOT KPUCTAIIMYECKOM M aMOpdHOH (pazam.
OTHoOIlIEHHE UX UTHTEHCUBHOCTEN KOPPEIUPYET CO CTENEHbIO KPUCTAINIMYHOCTH;

o Onpenensatb  COCTaB  COMOJMMEPOB:  HAaNpuMep, B  OTUJICH-
nponuiieHoBoM Kayuyke (EPDM) mMoHO ompenenuTh COOTHOIIEHHE MOHOMEPOB
110 MHTEHCUBHOCTH XapaKTEPHBIX MOJIOC.

4 NccnenoBaHue MMOBEPXHOCTH U TPaHUL] pa3Jiena: ¢ HOMOIIBIO CIIEIHAIBHBIX
METO/I0B MO’KHO aHaJIU3UpOBaTh HE BeCh 00BEM oOpaslia, a TOJbKO €ro TOHKUU
ITIOBEPXHOCTHBIN CIION.

o CHekTpocKoIus OCJIa0JIeHHOTO MOJHOTO BHYTPEHHETO OTPaKeHHS
(ATR) — 3T0 camblil mOMyJSIPHBIA METOJI ISl aHanM3a noJuMepoB. OH He TpeOyeT
NOJIFOTOBKK 00paslia — ero MpocTO MPHKUMAIOT K CIEUUaIbHOMY KpUCTALTY (U3
anmasza, ZnSe, Ge). UK-ny4 nponukaeT B oOpasen Ha rimyouny ot 0,5 10 5 MKM, 4TO

WJICaJbHO ISl aHAJIU3a TIOBEPXHOCTH, IIOKPBITUN, 3arpSI3HEHUM;
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o CHeKTpoCKOIrs HApPYIIEHHOIO IOJHOTO BHYTPEHHErO OTPAKEHHUS
(FTIR-MIRES) — ucnonb3yercst 11l U3y4eHUs] TOHKUX TUICHOK HA MOBEPXHOCTH
KUJKOCTEW WM TBEPABIX TEN;

o Hudbdysnoe otpaxkenue (DRIFTS): npumensercs s aHanmza
MOPOILIKOB U BOJIOKOH.

5 AHaiiu3 OpUEeHTALMHA MAaKPOMOJIEKYJI: C UCIIOIb30BAHUEM MOJISIPU30BAHHOTO
NK-u3nydeHuss MOKHO M3y4daTh OPUECHTAIMIO MOJIUMEPHBIX IEMel B pacTSIHYTHIX
IJIEHKAaX WX BOJIOKHAX.

[Tornomenne MK-n3nydeHnss MakCUMalIbHO, KOTJ[a BEKTOP JJIEKTPUYECKOTO
MOJISI U3 Ty4YEHUS MapajliesieH BEKTOPY JUMOJIbHOIO MOMEHTA KOJICOTIOIIEHCS CBSI3H.

HarsruBas nieHky, Mbl OpHEHTUPYEM MAKpOMOJIEKYJibl. CHUMasi CIEKTPHI C
MapAJJICTbHON WU TEPNEHAUKYJISIPHON TMOJAPU3ALUENA, MOXKHO ONPEAECIUTh, KaK
OPUEHTHUPOBAHbl T€ WM WHbIE (YHKIUOHAIBHBIE TPYMIBl OTHOCUTEIHHO
HaIpaBJICHUS] PACTSHKEHUS. DTO BaXKHO JJI MOHUMAHUSI CTPYKTYpbl U CBOMCTB
BOJIOKOH U YIIAKOBOYHBIX TUICHOK.

6 Tepmuueckuit ananus B couetannu ¢ UK-dypre cnexrpomerpueit (TGA-
FTIR) — 310 rubpuaHbIil MeToa, rae TepmorpaBuMerpudeckuii ananusatop (TGA)
coenuHeH ¢ MK-®ypre-criektpomerpoM. [Ipu HarpeBanuu nonumepa B TGA onH
pasnaraeTcsi, U BBIIEISIOIINECS JETYyYre MPOAYKTHI 0 Ta30BOM JIMHUM HAMIPSMYIO
MOJAIOTCA B CIIEIIMANIbHYIO Ta30Bylo sueiiky MK-Dypobe-criekrpomerpa.

B pe3ynbraTeé MOMXKHO TOYHO ONPEAEINTh, KaKME€ HWMEHHO HPOIYKThI
BBIJICIISIFOTCS. PU KAXKJ0M CTaIuu TEPMUYECKOTO Pa3iI0KEHUA. ITO OECLEHHO IS
U3Y4YEHUS] MEXaHW3Ma JACCTPYKIIMH, OIEHKH OTHECTOMKOCTH U HWISHTU(DUKAIIUU

IMOJIMMCPOB B CIIOKHBIX CMCCAX.

Iloozomoeka oopa3yoe nonumepos ona UK-Dypve cnekmpomempuu

MeTO)I IMOATOTOBKHU 3aBUCHUT OT arp€raTHoOro COCTOSAHUA 1 OCJIM aHaJIn3a. I[J'ISI

IMPOBCACHUS aHAJIN3a UCIIOJIb3YIOT:
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1 ToHkue TieHKM — caMblid TIpocToi cmocoO. [lonmumep pacnnaBisOT U
MPECCYIOT MEXIY ABYMS TOPSYUMU IUIMTAMH B TOHKYIO TUICHKY (TonmuHON ~10-
100 MkMm);

2 Tabnetrku ¢ KBr — HebGobII0€ KOJIMUECTBO NojiuMepa (1-2 M) TIiaTeabHO
pactupaior ¢ 100-200 mr 6pomuna kamus (KBr) m mpeccyioT B mpo3padHyio
TaOJIETKY T0J] BBICOKUM JaBJICHUEM;

3 Cycnen3uud B Maciie — MOJUMMEpP PaCTUPAIOT C BAa3€JIMHOBBIM MacjioM M
HAaHOCAT CYCIIEH3MIO Mexay AByMsa IuactuHamu KBr. Hcenone3dyercs, korna
nojimmep B3aumoaeucteyet ¢ KBr;

4 PacTBOpHl — MOJHMMEp PACTBOPSIOT B MOJXOMSIIEM pacTBopuTene (He
MOTJIOIIAIOIIEM B HHTEPECYIOLIEH 00JaCTH) U MOMENIAIOT B KUIKOCTHYIO KIOBETY;

5 Meron ATR (Attenuated Total Reflectance) — mambosnee momyisipHbIN
METOJI CEroJiHA, HE TpeOyeT MPaKTUYECKH HUKAKON moArotoBku. OOpasen mpocTo

IJIOTHO MPYKAMAETCS K N3MEPUTEIIBHON KPUCTAIUINYECKON IPU3ME.

Hpumep RPAKMUUECKO20 RPDUMEHEHUA

Hepez[ HCCIICAOBATCIIEM CTOMT 3aiaa4da OIIpPeACiInTb, IIPpOU30HUIa JIH
AcTrpaganust IOJUIIPOIMUICHOBOTO HM3ACINA I1OCIIC I[J'IHTCJ'IBHOfI OKCIITyaTallui Ha
COJIHIIC.

B xone ananuza npousBOAsSTCA CIETYIONINE ONepalliu:

1 Cuumaercs crnektp ATR ¢ TOBEpXHOCTH HOBOrO (3TaJOHHOTO)
U3JIETIHS;

2 Cuaumaercs cnexktp ATR ¢ moBepxHOCTH CTapOro uU3aemnus;

3 CrniekTpsl cpaBHHUBalOTCS. B ciekTpe ctaporo o6pasia HaOI0AaeTes:

o [TosiBnenue mupokoit mosockl B oosactu 3200-3600 cm ™! (BasieHTHBIE

koJsiebanust O-H rpymm);

o [TosiBNeHne MHTEHCUBHOM MOJOCHI B 00sacTu ~1715 cM™! (BasieHTHbIE

kosebannss C=0O xkapOOHUIIBHBIX TPYII, MPOAYKTOB OKHCIICHHS );
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o YMEHbIIEHHE MHTEHCUBHOCTH IOJIOC, XapaKTEPHBIX ISl MCXOIHOIO
IIT.

B pesynbrare paboThl HCCIENOBATENb CTAaBUT CIEAYIOIUNAN BBIBOJ:
MOJIUIIPONIUJICEH TMOABEPrcs (POTOOKUCTUTENHHON AECTPYKIIMHM, UYTO MPUBEIO K
00pa30BaHMIO KAPOOHUIIBHBIX U THAPOKCUIIBHBIX COETMHEHUI HA €T0 TOBEPXHOCTH.

Takum oOpazom, UK-Dypre ciekTpoMeTpusi — 3TO HE3aMEHUMBIH ''padounii
UHCTPYMEHT" B apceHayle JI000ro XWMHUKA-TEXHOJOra WIM HCCIEeI0BaTeNs,
paboratouiero ¢ mnoiauMmepamMu. Ero yHuBepcalbHOCTb, OT WAECHTU(UKALNU
MaTepHuaia 10 NIyOOKOTro U3y4eHHs] KHHETUKH PEAKLMi, CTPYKTYphI U Jerpajaluu,

ACJacT €ro OJHUM K13 CTOJIIIOB COBpeMeHHOﬁ HOJIPIMGpHOfI HAaYKHN U TCXHOJIOTHUH.

HK-cnekmpul HeKOmopblx nOJIUMEPHBIX MAMEPUATI0B8

TIHonurymunen

[Hommatunen (I3, PE) — 3To mpocTeWIuii CUHTETUYECKUN MOJUMEp C
xumuueckoit opmyinoi -(CHz2-CHz),-.

OCHOBHBIE XapaKTEPUCTUUECKUE MOJIOCHI MOJTUATUIICHA U UX UHTEPIIPETALIHS
(pUcyHOK 2):

o ~2915-2920 cm': acumMmeTpuyHoe BajieHTHoe KoJjiebanue -CHo-
rpynmn. O4eHb MHTEHCUBHAS MI0JI0CA, OJTHA U3 CAMBIX CHJIbHBIX B CIIEKTPE;

o ~2848-2850 cM': cuMMeTpudHOE BasieHTHOE Kojiebanue -CHe- rpyrmm.
Taxxe oueHb MHTECHCHUBHAS I10J10CA;

o ~2950 cm! (cmaboe muiedo): acuMmMmeTpuuHoe kKosiedbanue -CHs rpymm.

OOBIYHO MOSABIIAETCS U3-32 KOHIIEBBIX TPYIII IETH UM HEOOBIITNX PAa3BETBICHHUIA;

o ~2870 cm ! (cmabas): cummerpudHoe konedbanue -CHs rpym;

o ~1465-1470 cm': gedopmanrionHoe koisiebanue (HoxHU4YHOE) -CH2-
TPy,

o ~1375 cm': cummerpuyHoe AedopmanmonHoe kojedbanue -CHs rpymm.

Cnabas noJsioca, TakKe yKa3bIBarolas Ha KOHIEBbIE TPYIIbI UM Pa3BETBICHUS;
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o ~720-730 cm': packauuBaroiee konebanue -CHe- rpymnm. B cnektpe
aMOp(PHOTrO MOMUAITUIICHA UM B PACTSIHYTOM COCTOSIHUU 3TO OAMHOYHAS MOJIOCA;

o JBoitHasg mosioca npu ~720 um ~730 cM': xapakrtepHa IS
KpUCTAUTMUECKOW  (a3pl TOJMATHIICHA. PaciienieHue MpOUCXOIUT —H3-3a
B3aMMO/ICHCTBUS KOJIeOaHUN COCEIHUX IIeTed B YIOPSI0YCHHON KPUCTATTMYECKON
pemietke. Uem BbIIIE CTENEHb KPUCTAUIMYHOCTH, TeM OO0Jee BBIPAKEHO 3TO
pacuIeIieHuE;

o ~1368-1370 cm': medopmarmonnoe kosebanue -CHa-. Huorma
MPOSIBIISIETCS KaK Ccepusi CIadbIX MOJIOC;

° ~1894 cm! 1 ~909 cM': 3TO MOJOCHI 0OEPTOHOB M KOMOMHAITMOHHBIX
yactel. OHM He SBISAIOTCS (PYHIAMEHTAIBHBIMU KOJEOAHHSIMHU, HO BCera
NPUCYTCTBYIOT B  CHEKTPE TMOJUATUIEHA W  CIYXKaT JIONOJHUTEIbHBIM
MOATBEPKIACHUEM UICHTU(UKAIIUN.

Ananu3 UK-cniekTpa 1no3BoJisieT He TOJIbKO UICHTU(PUIIMPOBATH MOJIUATUIICH,
HO U OILICHUTb:

o CreneHp KpUCTAUIMYHOCTH MO (PopMe MONOoChl packauyuBaHus ~720
cM!;

o Hanvuue okuCIIEHMS: MPU CTAPEHUU WM JErPajlallii MOSBISIOTCS
noJiockl kKapOoHuIbHOU rpymibl C=0 (~1715 cm™') u rugpokcunbHOM rpymnmnsl -OH

(~3400 cm™).
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PI/ICYHOK 2— HK-CHGKTp ITOJINOTHUIICHA BBICOKOI'O AaBJICHH

Ilonunponunen

[Momunponunen (I1I1, PP) umeer Gosee CIoXHYIO CTPYKTYpY IO CPAaBHEHUIO
C MTOJIMATUIICHOM, TIOCKOJIbKY B €0 TOBTOPSIOIIEMCS 3B€HE €CTh METHIIbHAS TPYIITIa,
YTO CO3/a€T XUPAJIbHBIM IEHTP W MPUBOAUT K PA3IWYHBIM TaKTHUKaM (U30-,
CUHJINO-, aTAKTUYECKUI ). ITO pazHooOpasue orpaxaercs B ero UK-cnektpe, nenas
ero 6osnee NHHOPMATHUBHBIM.

OCHOBHBIE  XAPAKTEPUCTUYECKUE  TMOJOCHl  TOJHUIPOMUIIEHA U  HUX
UHTEepHpeTanus (PUCyHOK 3):

o ~2950-2955 cm!: acumMeTpruuHOE BajieHTHOE Kojebanue -CHs rpymm.
OuyeHb MHTEHCHUBHAS 10JIOCA;

o ~2915-2920 cm': acummeTpuyHOe BajeHTHOe KkoJjebanue -CHa-

rpynn. lHTencruBHas;

o ~2870-2875 cm!: cummeTpudHOE BasieHTHOE KoJjiebanue -CHs rpyr.

CpennHelt UHTEHCUBHOCTH;

o ~2835-2845 cm': cuMmmMmeTpuuHOe BasieHTHOeE Kosiebanue -CHa- rpymm.

CpenHelt ”HTEHCUBHOCTH;
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° ~1450-1460 cm': komOuHamus AePOPMAIMOHHBIX KOJIEOAHUN
(acummerpuunoe wusrubanue) -CHs u HoxHMyHOTO KojeOanusi -CHa- rpymm.
CuiibHast ¥ IUPOKas MOJI0Ca;

o ~1375-1380 cm': cummerpuyHoe nedopmaimonHoe koiedbanue -CHs
rpynmn. OTO OJIHA M3 CaMbIX XapaKTEPHBIX MOJOC MJis MoJunponwieHa. Jis
nzotaktuueckoro I1I1 sta monoca yacro pacuierusierca Ha nyomaet (~1375 u ~1385
cM'). DTO ABJIEHHE SBISAETCS MPAMBIM CIECICTBUEM BBICOKOW CTEPEOPETYIISIPHOCTH
U KPUCTAJUIMYHOCTHU M30TakTHUeckoi dopmbl. /s atakruueckoro I1I1 sta monoca
OOBIYHO BBHITJISIUT KaK OJTMHOYHBIN TTUK;

° ~1165-1170 cm™': OTHOCHUTCA K KOJIEOAaHUSIM CKeJleTa IIENd U
kosjebanusiMm CHs Ha TpeTuyHOM aTome yriepoja. UHTEeHCUBHOCTh 3TOW MOJIOCHI
CWJIBHO KOPPEIUPYET CO CTENEHbIO H30TAKTUYHOCTH M KPHUCTAIUIMYHOCTU. B
n3zoraktruueckoM [1I1 oHa oueHb UHTEHCHUBHA, B ATAKTUYECKOM — cJ1ada;

o ~997 cMm': eme OJHAa O4YEHb BaXHAas II0JOCA, XapaKTEpHAs s
M30TaKTHYECKOT0 MOJUIpOnuieHa. Ee MHTEHCUBHOCTh Take HalpsIMylO CBs3aHa
CO CTENEHBIO KPUCTAIUINYHOCTH;

o ~972 cM™': ckeneTHas IOJIOCA, CBSA3aHHAsg C KPUCTAJUIMYECKUMH
(dhazaMu MOJTUTIPOTIMIICHA;

o ~899-841 cm': obnacTh, coaeprkaiias HECKOJBKO TOJIOC (HampHuMep,
~899, ~841 cm™!), KOTOpBIE XapaKTEPHbI ISl ATAKTHYECKOTO MoaunponmieHa. Mx
HaJW4Yu€ W HWHTCHCUBHOCTh MCHOJIB3YIOTCS ISl KOJIMYECTBEHHOM OILICHKHU
CoJlep KaHMs aTAaKTUYECKOHM (hpaKilny;

o ~808 cM!: packauuBatoniee konedanue -CHs rpynm;

° ~1155, 1103, 1045, 998, 940 cm': cepust nosnoc B obmactu 1150-900
CM !, CBsI3aHHAs C PA3IUYHBIMU Je(POPMAIIMOHHBIMU U CKEJIETHBIMU KOJICOAHUSIMH,
KOTOPbIE 00pa3yIoT XapaKTepHbBIN "MabIEBbIA OTIIEYATOK' TOJUIIPOITHIICHA.

Anamuz  UK-cnektpa TO3BONSIET HE  TOJNBKO  HACHTU(PHUITUPOBATH

IMOJMUITPOIINIICH, HO U C BBICOKOM TOYHOCTBIO OLICHUTD.
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Tun

TaKTHUKHU

(u30-, CHUH]INO-, aATAaKTUYECKUM ): o

HaJIMYUI0/OTCYTCTBUIO U MHTEHCUBHOCTH T10J10¢ B 00actu 1380 cm ! (y6uter), 997

cM !, 1165 cm ! m 840 cm !

CreneHp KpUCTAJUIMYHOCTH: MHTEHCUBHOCTH Tonoc 997, 972 u 1165

cM ! IPsIMO MPOTOPIIMOHATBHA COAEPKAHUIO KPUCTAILITUYECKOM (hasbl;

Hanmuune oxkuciaeHus:

KaK W I IIOJIMOTWIICHA, IIpU CTApCHHU

HOSIBJISIOTCS MOJ0CH KapOoHUIbHOU rpynnsl C=0 (~1715 cm™);
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Pucynok 3 — UK-cnekTp U30TaKTHYECKOTO MOJIUITPONUIICHA

Hoaucmupon

[Tomuctupos — 3o nosmumep ¢ nopTopsrortuMcst 38eHOM -[ CH2-CH(CeHss) |-

Ero MK-cnekTp sBISETCA OJHUM U3 CAMBIX Y3HABAEMBIX U YACTO UCITOJIB3YETCS KaK

ATAJIOHHBIN OJ1aroAapsi XapakTepHbIM II0JI0CaM apOMAaTUYECKOrO KOJIbIIa.

OcHOBHBIC XAPAKTCPUCTHUICCKHC ITIOJIOCHI ITOJIMCTHUPOJIa U UX MHTCPIIPCTALIUA

(pucyHoOK 4):

~3025-3030 cm:

ApOMAaTHYCCKOI'O KOJIbIIA,

ciiabas noJsioca. Banentaele kojyiedbanusa =C-H
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o ~1600-1605 cm': cpemusisa, octpasi mojoca. CkeneTHble KoJieOaHUs
apoMaruyeckoro kojbia (C=C);

o ~1492-1495 cm': cpenusisa, octpas monoca. CKkeleTHbIE KoJieOaHUs
apomatudeckoro kosbiia (C=C);

o ~1450-1455 com': cpemnss  monoca. CkeleTHbIE — KoJieOaHUS
apoMaruyeckoro kojeliia (C=C), yacTo nepekphiBaromasics ¢ aeGopMalioOHHbIM
konebanrem -CHa- tpynm. "benzomenbiii myomer" 1600/1495 cm!' sBusercs
KJIFOUEBBIM MTPU3HAKOM apOMATUYECKON CUCTEMBI.

o ~758-760 cMm™': oueHb cuiIbHas, ocTpas noJioca. ~698-700 cm™': oueHb
CUJIbHAs, IIUPOKas MoJioca. DTa Mapa CUJIbHBIX TMOJIOC SIBISETCS OTIWYUTEIbHOU
YepHOH MOHO3aMEIIEHHOTr0 OEH30JIbHOTO KOJbIlAa W OJIHO3HAYHO YKa3bIBaeT Ha
nosctupoil. [lomnoca ~700 cm ™! ocoGeHHO XapaKTepHa;

o ~1940-2000 cm': cepust u3z 4-5 cnabbIX MOJOCOK (Tak Ha3bIBAEMbBIN

"00epTOHHBIN KBApPTET"). DTOT y30p XapaKTepeH MMEHHO ISl MOHO3aMEIIEHHOTO

oeHsomna*
o ~1865-1870 cm': cnabast mosoca. O0epTOH;
o ~1800-1810 cm™': cnabas nmosoca. OGepTOH;
o ~2922-2925 cm': cpenHss mnosioca. ACMMMETPUYHOE BAJIEHTHOE

kosnebanue -CHa- rpynm;

o ~2848-2850 cm': cmabas mojoca. CHUMMETPUYHOE BAJICHTHOE
koniebanue -CHa- rpymm;

o ~1445-1450 cm! (tneuo): nedopmarmonHoe kosnedanue -CHz- rpynm
(mepekpbIBaeTCA ¢ apOMATHYECKOM MOJIOCOM);

o ~1360-1370 cm': cmabas nosoca. lepopmanmonnoe konedanne >CH-

IPyIIIL.
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Pucynok 4 — UK-cniektp nomuctuposia

TIlonuoxkcumemunen

[Tomokcumetunen (monuanetanb, [IOM, POM) — »sto mnomumep c
xumudeckoit popmynon -[CH2-O],-.

OCHOBHBIE  XapaKTEPUCTUUYECKUE TIOJIOCHI TMOJHOKCUMETHIEHA M UX
HHTEpIpeTanus (pPUCyHOK 5):

o ~935-940 cm': oueHb cuibHas moJjioca. BaneHnTHoe konebaHue CBsI3U
C-O-C B coueranuu c¢ nedopmanmoHHsiMu kosiebanussmMu CH.. OT1o camas
WHTEHCHBHAS 10JI0CA B CIIEKTPE, KIIFOUEBOM MPU3HAK s uaeHTudukauu [I0OM;

o ~1090-1100 cm': odenwp cuibHas mojoca. BameHTHoe koiiebaHue
cBs3u C-O. Yacto cnuBaercs ¢ mojocoi npu ~935 cm™!, oOpa3ysi XapaKTepHBIH
JIBOMHOW MUK WM MUPOKUH Tpoduiib ¢ 1ByMsi Makcumymamu B obmactu 1100-900
cM !

o ~1235-1240 cm™': cpeaHsis MO MHTEHCUBHOCTH moJioca. Emie oaHo
BaJlecHTHOE KoJyieOanue cBs3u C-O-C (acHMMETpHYHOER);

o ~2780-2790 cm': cmabas mosoca. 9To 00EpPTOH OT CHIBLHOM ITOJIOCHI
pu ~1390 cm . Ee Hanimuue B Takoit Hu3koyacTtoTHOM /1t C-H koneGanuii obnactu
aBysieTcs xapakrepHoi ueptoit [IOM;
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° ~2940 cM™': cpenHsisi IO MHTEHCUBHOCTH MOJ0Ca. ACUMMETPUYHOE

BajieHTHOE KoJyiebanue -CHz- rpym;
o ~2910 cm': cmabas mosoca (ruiedo). MokeT NposBIATHCS Kak IJICHO
Ha OCHOBHOM I10JIOCE;

o ~1390-1395 cm™': cpeaHsis 10 MHTEHCUBHOCTH 10J10ca. CUMMETPUYHOE

nedopmaimontoe kosnedanue (HoxkuuuHoe) -CHe- rpynm. Ota nmosioca BakHa, Tak
KaK ee 00EpTOH JlaeT XapaKTepHYI0 noJiocy B obsactu 2790 cm™;

o ~1340-1345 cm': cpemHAs N0  HMHTEHCHUBHOCTH  IOJOCA.
Hedbopmarmonnoe konebdanue -CHz- rpynm. Xopolo paznuuuma U XapakTepHa s

TIOM;

o ~1235-1240 cm': cpennss nosoca. Kak ynoMsiHyTO BBILIE, 3TO TaKXKE
BajieHTHOE KoiebOanne C-O-C;

° ~1470-1480 cm': cabas mosioca. AcuMMETpUYHOE Je(hOpMaIIMOHHOE
konebanne -CHz- rpynm. OOBIMHO MacKUpyeTcs WM CUJIBHO OcialJeHa 110

CPaBHEHUIO C APYTUMH MOJUMEpaMu (HanpuMep, MOJUITUICHOM);

o ~900-910 cm': cnabas nonoca. JlehopmanonHoe KoyebaHue ckenera
(1138
° ~630-640 cm': cpenuss nosioca. Konebanue ckenera nenu (C-O-C).
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Pucynok 5 — UK-cniekTp nosmokcuMeTuIeHa
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Ho.rmmemu.rmemakpuﬂam

[Tomumerunmerakpunar (IIMMA, oprcrekino) — 3TO HOJAUMEp €
noBTopstomumcs 3BeHoM —[CH2-C(CH3)(COOCHs)],-. Ero ctpykTypa coaepxur
coxHOd(pUpHYIO TpyImiy, Kotopas nmomuHupyer B HK-cmektpe, a Takxke
METUJIbHBIE U METUJIEHOBBIE TPYIIIHI (PUCYHOK 6).

o ~1725-1730 cm™': cunpHags monoca. BanentHoe KkoisieOaHue
kapOoHmibHOM Tpynnbl C=0O ciaoxHOTO 3dupa;

o ~1140-1150 cm™': odeHb cwibHas, MIMpPOKas MoJioca. BaneHTHoe
kosebanue cBsa3u C-O-C (acumMeTpudHoe) ciokHOd(hUpHOUN Tpynmnbl. YacTo 310
camasl CliIbHas 1ojoca B cnektpe nocie C=0;

o ~1190-1200 cm™': cunpHas nosioca. BanentHoe konebanue cpsizu C-O-
C. Yacro Habmro/1aeTcs Kak TUIeUO0 WM OTJIETBHBIN MUK Ha MUPOKOM mojoce ~1150
cM!;

° ~1240-1270 cm™': cunpHas nosioca. BanentHoe konebanue cpsizu C-O-
C (acumMeTpu4HOE) B coueTanuu ¢ aehopManioHHbIMu koinebanusmu O-CHs;

o ~2950-2955 cm': cpenmHsas mnosoca. ACMMMETPUYHOE BAJIEHTHOE
kosnebanue -CHs rpymi;

o ~2845-2850 cm': cmabas mosoca. CHUMMETPUYHOE BaJICHTHOE
kosnebanue -CHs rpymi;

o ~2995-3000 cm': cnabas mosoca. BanentHoe kosebanne -CHo- rpymi;

o ~1380-1385 cm': cpennss mosoca. CuMMeTpuuHOE JepopMaoHHOE
Kojiebanue o-metunbHOM Tpymmbl -C(CHs)-. Dta mnosoca xapakTepHa s
MOJINMEPOB C Pa3BETBIECHHOM 1IETIBIO;

o ~1445-1450 cMm L CpenHss oJI0Ca. AcCHUMMETPUYHOE
nedopmarmonnoe konedbanue -CHs u -CHz- rpynm;

° ~985-995 cm!: cmabas mmosoca. Koyebanmst ckerera 1enu;

° ~T750-755 cm': cpennsis nosnoca. PackauuBaromiee kosiebanue -CHoe-

IPYIIIL.
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[nMHa BOSHbI, cM ™!

Pucynok 6 — UK-cniekTp nonmMeTuiMeTakpuiiaTa

TIlonuamuo-6

[Tomamua-6 — sto nosumep ¢ nopropsitorumcs 38eHOM -[ NH-(CH2)s-CO,-.
Ero crpykrypa conmepxut amuansie Tpynmbl (-CO-NH-), KoTopbie SBISIIOTCA
kimoueBbiMu 11 UK-ciekTpa, a TakKe METHICHOBBIEC MOCIEIOBATEIBHOCTH -
(CHz)s-.

OCHOBHBIE XapaKTEPUCTUUYECKUE MOJIOCHI OIUaMU1a-6 U X UHTEpHpeTaIus
(pucyHoK 7):

o Amun I ~1630-1645 cm'. Ouenp cuibHasg mojoca. B ocHOBHOM
npeacTaBisger co0oil BaleHTHoe KoseOaHue KapOoHuiapHOM Tpynnel C=0
(mpumepHo 80% BKIaga). DTo caMasi HHTCHCUBHAS 110J10ca B CIIEKTpE MOJIHMaMHU/IA.
Ee TouHO€ 10J1I05KEeHKE YyBCTBUTEIIBHO K BOJIOPOIHBIM CBA35IM. B KpucTamuimueckoM
COCTOSIHUHM, TJ€ 00pa3yloTcsi MPOUYHBIC BOJOPOJHBIE CBSI3U MEXKIY UEMSIMHU
(C=0---H-N), momoca cmemaercs B obiactb ~1635 cm!;

o Amup II: ~1540-1555 cm™'. Ouensb cuibHas nosnoca. [Ipeacrasuser
coboli croxkHOe KosiebaHue, coueraroniee AedhopmManioHHoe Kojebanue cBsizu N-H

(~40-60% Bxiana) u BasienTHOE Kosebanue cBsizu C-N (~40% Bkiaza). Jta moyioca
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TAaK)K€ UYYBCTBUTEJIbHA K BOJOPOJHBIM CBSI3SIM U SIBJISIETCA 00s3aTEIbHBIM
CITyTHUKOM moJiockl "Amug [";

° Amup III: ~1200-1300 cm'. Cnabas uiau cpenHsisi mojoca. IOTo
CJIOJKHOE KoJieOaHHe, BKIIOYAIONIICe BKJIAAbl BajdeHTHBIX Kojiebanuid C-N u
nedopmarimonublx N-H. OObIYHO TpOSIBISIETCS KaK HECKOJIbKO TMOJOC B AITOU
o0nacTu.

o ~3290-3300 cm': CunbHas, mupokas noyioca. BaneHtHoe konebaHue
cBsa3u N-H. [llupuHa u nosioxkeHne 3Toi MOJIOChl — MPSIMOE CIEACTBUE CHIIBHBIX
MEKMOJIEKYJIIPHBIX BOJIOPOJIHBIX CBSI3€M MEXIYy KapOOHWIBHOM M aMUJIHOU
rpynnamu coceanux nernei (C=0---H-N). B He cBsi3aHHOM cocTOsTHUM (Hampumep,

B pacTBOpeE) ATa moJyioca Obl1a ObI OCTPOM U pacronaraiachk 0b1 0koao ~3450 cm!;

o ~2920 cm': acuMmMeTpudHOE BasieHTHOE Kosiebanue -CHz- rpymm;

o ~2850 cm™': cuMMeTpudHOE BasieHTHOE Kosiebanue -CHz- rpynm;

o ~1460-1470 cm': HOkHMUYHOE nedopmarimoHHoe Kojebanue -CHoe-
IpyIIt,

o ~3060-3080 cm': cmabas momoca. O6epron monocel Amua II. Ee

HaJIMYUE MOATBEPKAAECT aMUAHYIO CTPYKTYPY;
o ~690 cm': cpemuss mnonoca. Henmanapuele nedopmaliMoHHbBIE
kosebanus cBsizu N-H (BHem1ockocTHOe). XapakTepHa AJid aMUJI0B;
o ~580 cm': cnabas monoca. Konebanune kapoonmnbHo# rpyrmmbsl C=0

(BHETJIOCKOCTHOE).
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Pucynok 7 — UK-cnektp nonuamua-6

Ionusmunenmepegpmanam

[Momustunentepedranar (IIOTD) — »sT0 cinoxHbI noauddup, €ro
noBTopstorieecs 3BeHo umeeT popmyny -[CO-CsHys-CO-O-CH,-CH,-O]p-.

OcHoBHbIe xapaktepuctudueckue nojocel [I9T® um unx wuHTEpnperanus
(pucyHok 8):

o ~1710-1725 cm™: odeHb cuibHasg W OCTpas mnoJioca. BaneHTHOE
KoJiebanue kapooHwibHOU rpynmnbel C=0 cnoxHOro 3¢upa. IT0 OHA U3 CAMBIX
WHTEHCUBHBIX II0JIOC B CHEKTPE M KIKOYEBOW NHArHOCTHUeCKui npusHak [[DTO.
TouHOE TMONOKEHUE MOXKET HE3HAUYUTEIbHO MEHATHCS B 3aBUCUMOCTH OT
KPUCTALUTAYHOCTHU U CTEIIEHU OPUEHTALINH;

o ~1265-1270 cm™': cunpHas monoca. ACHMMETPUYHOE BAJICHTHOE
kosebanne cBsizu C-O-C B c10)KHOADUPHOM TPYIITIE;

o ~1100-1120 cm': cunbHasgs W 1mupokas nojioca. CUMMETPUYHOE
BajieHTHOe  KkoneOanue cBs3u C-O-C B coyetaHuu ¢ KoJieOaHUSIMU

sTIeHrnKoneBoro ¢pparmenta -O-CHz-CH2-O-;
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o ~1020-1040 cm™': cpemHAs 1O  HMHTEHCHUBHOCTH  IOJOCA.
Hedopmanronnsie kosiebanus cBs3eid C-H B stunenriukonaeBoM pparmente (-O-
CHz—CHz—O—);

o ~3070-3080 cm': cmabas mosioca. BanentHeie konebanuss =C-H
apOMaTUYECKOT0 KOJIbIIA;

° ~1575-1580 cm™' u ~1505-1510 cm™': cpeaHue 1O MHTEHCUBHOCTH,
octpeie mosiockl. CkeneTHple Koebanus apomarudeckoro kombia (C=C). 310 Tak
Ha3bIBaeMble "OCH30JIbHBIC IYyOJEThI", KOTOPHIC SBIISIIOTCS YETKUM HHIUKATOPOM
apoMarnyeckoi cucremsl. [lomoca ~1505 cm™' 0COOEHHO 4YYBCTBHTENBHA K
3aMECTUTEISIM;

o ~1450-1460 cm': cpeansia nosnoca. HoxHuuHbie nedopMaliiOHHbIC
kosebanus -CHz- rpynm (3TUIICHTJIMKOJIEBBINA (DparMeHT);

° ~725-730 cM™': cpenHsisi IO MHTEHCUBHOCTH T10J10Ca. BHEMIIOCKOCTHBIE
nedopmaronnsle  konebanuss C-H apomarmueckoro komibna. s mapa-
3aMeIleHHbIX 0eH30J10B (Kak B [IDT®) xapakTepHa o/iHa CHUIIbHAS T10JIOCA;

o ~875 cm': cnabasi/cpenusas monoca. Eile 0JHO BHEMIOCKOCTHOE
nedopmarmonnoe kosiebanue C-H apomaTudeckoro KoJjblia, XapakTepHOE s
napa-3amenieHus;

o ~1015-1020 cm': cmabas momoca. Jlepopmarmonnoe konedbanne C-H

ApOMaTHYCCKOI'O KOJIbIIA,

o ~2950 cm': cimabast mosioca. ACUMMETPUYHOE BaJICHTHOE KoJieOaHue -
CHaz- rpynm;
o ~2905 cm': ouenp cnabas mosioca. CHMMETPUYHOE BAJICHTHOE

kojebanue -CHe- rpyrm.

Ananu3 UK-cnektpa nozBonsier ais [IDTD onpenenuts:

° W neHTrduKaIuio moammMepa — KOMOMHAIMS CUIILHOM CII0KHOA(DUPHON
C=0 moJIoCHl | TOJIOC Tapa-3aMeNIeHHOI0 apoOMaTHYECKOr0 KOJIbIa OJHO3HAYHO
ykasbiBaeT Ha [1DT;

° CreneHb KPUCTAIUIMYHOCTH 110 COOTHOIICHHIO HWHTEHCHUBHOCTEH

OIIPCACICHHBIX II0JIOC,

25



o [Tpu TEpMOOKUCIUTENHHON AECTPYKIIMUA MOKET MOSBISATHCS IIUPOKAs
nosioca ruapokcwibHod Tpynnel -OH (~3400 cM') u wu3MeHATbes (opma
KapOOHMIIBHOM TMOJIOCHI M3-32 00pa30BaHUS HOBBIX KHCIOPOJCOJEPKALINX TPYIII
(KHCNOT, allbACTUIOB);

o Hannuwne nmpumMeceit wim Ipyrux noamuMepoB.

MponyckaHwe, %
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Pucynoxk 8 — UK-cniektp nonustuiienrepedraiaTa

Honurgpuprpupxemon

[MomurdupsdpupkeTroH — 5T0 BBICOKOAID(EKTUBHBIN TEPMOIUIACT, Ybs
MOBTOPSAIONIASCS €UHUIA COACPKUT Kak KeToHHble (>C=0), Tak u s3¢pupnsie (-O-)
(GyHKIIMOHATBHBIE TPYMNMbl, COCAMHEHHBIE apPOMAaTHUYECKUMM KoJibllamu. Ero
XUMHUYECKas CTPYKTYpa BBITIIAIUT IPUMEPHO CIAEAYIOIMIHUM 00pa3oM:

—[-CsHs—O—-CsHs—O—CsH4—C(=0O)—CeHa ]

OCHOBHBIE XapaKTEpPUCTUUYECKHE TOJIOCHl ToNudpupshUpKeToHa U UX
UHTEepIpeTanus (pUCyHokK 9):

o ~1645-1655 cm': cunpHas, octpas mojoca. BameHTHoe koyiebaHue
keToHHOU rpynnel C=0. JTa nojgoca HaXOAUTCS MPU 3HAYUTEIHLHO 00JIee HU3KHUX

BOJTHOBBIX YHCJIAX, 4eM y audaTruiaeckux KeToHoB (~1715 cm™). Takoii caBur BHU3
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SBJISIETCSI TIPSMBIM CJIEJICTBHEM COMNPSDKEHUS KapOOHUJIBHOW TPYIIBI C JBYMS
apOMaTUYECKUMU SApaMu. JTO KIII0YEBas OTanuuTenpHaa yepra [199K;

° ~1585-1595 cm': cpemnsas mnonoca. CkeneTHoe  KoJjieOaHHE
apoMarnyeckoro kojiblia (C=C). OueHp xapakTepHa AJis apOMATHYECKUX CUCTEM;

o ~1485-1490 cm': cunpHas mnosoca. CkenerHoe KoJieOaHHE
apomatudeckoro kojbla (C=C). DOrta mosioca 4acTto SIBISETCS OJHOM W3 CaMbIX
MHTEHCUBHBIX B CIEKTpe nocie nojocskl C=0;

o ~1220-1240 cm': odeHb cuibHas, ocTpas Mnojoca. ACUMMETPUYHOE
BaJICHTHOE KoJiebanue apomaruueckoro spupa C-O-C (Ar-O-Ar). D10 oaHa u3
CaMbIX MHTEHCHUBHBIX I10JIOC U KIt0ueBOU npusHak [190K;

o ~1155-1165 cm™': cpennsas nomoca. Takke OTHOCUTCS K BAJICHTHBIM
koneOanusm C-O-C;

° ~1010-1020 cm': cnmabas mnojoca. CHUMMETPUYHOE BaJICHTHOE
KoJjiebanue apomarudeckoro sa¢pupa C-O-C;

o ~835-845 cm™': cunpHas nosnoca. BHemnockocTHOE epopManmoHHOE
konebanne C-H apomaTmueckoro Kojpla. XapakTepHa JUisl Hapa-3aMelleHHBIX
OEH30JIbHBIX KOJIEIL;

° ~860-870 cm': cnabasi/cpenussi mosioca. MoeT NpPOSBIATHCS IS
OMPEJICICHHOTO THUTIA 3aMEIIICHUS;

o ~3060-3070 cm': cmabas momoca. BanentHoe konebanue =C-H

ApOMAaTHYCCKOI'O KOJIbIIA.
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Pucynox 9 — UK-cniektp nonusdupapupkeToHa

ITnhacmux ABS (ABC)

ABS-mnactuk (aKpUIOHUTPUII-OyTaAUEH-CTUPOJI) — 3TO TEPMOIUIACTUUHBIN
COIOJIMMED, COCTOSIIIHANA U3 TPEX MOHOMEPOB:

o Axpunonutpui (A): -[CH2-CH(CN)]-;

o byraguen (B): -[CH2-CH=CH-CH:]- (monu0yTaaneHoBbIi KaydyK) ;

o Crupon (S): -[CH2-CH(C¢Hs)]-.

Ero MK-cnekTp ABis€TCS KOMIO3ULMEN CIIEKTPOB BCEX TPEX KOMIIOHEHTOB,
YTO JIeJIa€T €r0 OUYEHb XapaKTepHbIM (pucyHOK 10):

o ~2237-2240 cm': cpemHsg, O4YEHb OCTpas nosoca. BaneHTHOe
Kojebanne HuTpwibHOM rpymnmbel  (-C=N). Dto KioueBas mojoca A
uneHtugukanu ABS. Ee Hannure 0JHO3HAYHO YKa3bIBAET HA aKPHJIOHUTPUITbHBIN
KOMIIOHEHT. B 4HMCTOM MOJIMaKpUJIOHUTPUIIE OHA OYEHb CHIIbHAs, HO B ABS ee
MHTEHCUBHOCTb 3aBUCHUT OT COAEPKaHUSI aKPUIIOHUTPUIIA;

o ~1440-1470 cm': cpenuss monoca. JlehopmanrioHHble KoneOaHus -
CHaz- rpyni B akpuJIOHUTPUIBHOM CETMEHTE;

o ~3025-3030 cm': cnabas mnonoca. Banentneie konebanus =C-H
apOMaTUYECKOTO KOJIbIIA;
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o ~1600-1605 cm™' u ~1490-1495 cm™': cpegHue, OCTpbl€ MOJOCHI.
Ckenernble Konebanus apomaruuyeckoro koisbia (C=C). Otu "OeH30JbHBIC
nyOneTsl" SBIAIOTCS YETKUM UHAUKATOPOM CTUPOJIBHOTO KOMIIOHEHTA;

o ~758 u ~698 cM': cuibHBIE, OCTpPbI€ MOJOCHL. BHEMIOCKOCTHBIE
nedopmaronnsie kosiebanuss C-H apomaTudeckoro kosiblia. JTa mapa IMoJoc
SBJISICTCSI XapaKTEPHEHIIIMM MPU3HAKOM MOHO3aMEIIEHHOTO OSH30JHHOTO KOJIbIA
(xak B monuctupolie). [lonoca ~698 cMm™! 0cOOEHHO CUIIbHAS U LIUPOKAS;

o ~964-967 cm': cunbHasg nonoca. BaemnmockocTHOe nedhopMalinoHHOE
konebanne =C-H Ttpanc-uzomepoB nBoiHo#i cBs3u -CH=CH-. 3Oto BTOpas
KIo4ueBas rmojoca mia uaeHtugukanuu ABS, mnpsmo ykasbiBawoomas Ha
o0y TaIMeHOBBIN KaydyK;

o ~911-914 cm': cpennsisi mosoca. BHemmockocTHOE ehopMaimoHHOE
kosnebanune =C-H BununbHOM rpynnsl -CH=CHz;

o ~1640-1650 cm': cnabas mosnoca. BameHTHoe koyiebaHWE HBOMHOMN
cBsi3u C=C. OObIYHO MaCKUPYETCS WM TIEPEKPHIBACTCS C APYTUMU MOJIOCAMH, HO
MO>KET OBITH 3aMETHA,

o ~2920-2930 cMm': oyeHb CuIbHAas. ACHMMETPHUYHOE BAJICHTHOE

kosnebanue -CHa- rpynm;

o ~2850-2855 cm!: cunbHas. CHMMETPUYHOE BaJIEHTHOE KoJieOaHUE -
CHaz- rpymm;

o ~1450-1460 cm': cunpHasa. HoxxauuHoe aedopmManiioHHOE KoJjieOaHue
-CHz- rpymm.
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Pucynok 10 — UK-cnektp nnactuka ABS

Honueununxnopuo
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]IOHHBHHHHXHOPHH — 9TO CHUHTETHYECKUI MMOJIMMEP C IMOBTOPAIOMIMMCH

3BeHOM -[CH2-CHCl],-. Hanuune aroma XxJjiopa, CHIBHOTO 3JIEKTPOHOAKIIETITOPA,

MIPUIAET CBA3SIM B MOJIEKYJIE YHUKAJIBHBIE CBOMCTBA, UTO YETKO oTpaxkaercs B K-

CIIEKTpE.

OcHoBHble xapakTepuctuueckue mnonockl [IBX u ux wuHTepnperanus

(pucynok 11):

~2910-2930 cm™': cpenHsas mosioca. ACHMMETPUYHOE

kosnebanue -CHa- rpynm;

~2845-2860 cm™': cpennss mosoca. CuUMMETpUYHOE

koniebanue -CHa- rpymm;

~2960-2970 cm': cnabas mosoca. ACHUMMETPUYHOE

konebanue -CH- rpynm;

~1420-1430 cm': cpemuss monoca. JlepopmarmonHoe

(HoxkanuHoe) -CHa- rpynm;

~1250-1260 cm': cpennsst mosoca. JlepopmarmonHoe

ces3u C-H B rpynmne -CHCI-. Ota nosoca ouenb xapakrepna s [1BX;
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o ~1095-1105 cm™': cpennsas nonoca. BanentHoe xonebanue cBsizu C-C
CKEJIETA LIETH, YCUIIEHHOE MPUCYTCTBUEM aTOMa XJI0pa;

° ~960-970 cm': cpennss nmosoca. BanentHoe konebanue cBsizu C-C u
nedopmarronnoe konedbanne C-H;

o ~690-700 cm': cuiibHast mosioca. BanentHoe konebanue cBsizu C-Cl.
DTO 07HA U3 CaMbIX HHTEHCUBHBIX U XapaKTEPHBIX Mojoc B cnekrpe [1BX;

o ~615-630 cm': cunpHasa nosioca. BanentHoe konebanue cBszu C-Cl.
Yacto HaOmromaeTcss Kak BTOpas CHiIbHAs IOJIoca B 3TOM oOmactd, obpasys
XapakTepHbIN Ay0JeT ¢ monocoi ~690 cm .

Oco0EHHOCTH U MTPAKTUYECKOE 3HAUCHUE:!

o OtcyTrcTBHE cUbHBIX Tooc B oOmactu 1700-1800 cm': B yucrom
[IBX otcyrctBytoT mosockl kapOoHwibHOU Tpynnbl (C=0). Mx mnosiBneHue B
CIIEKTpE 0OBIYHO CBUAECTEIBCTBYET O TEPMOOKUCIUTEIBLHOM IECTPYKIIMU MOJTUMEPA.
[Ipu nectpykiuu I[1BX moxer Bwimenste HCI, uro mpuBoautr k 00pa3zoBaHUIO
HEHACBHIIEHHBIX CBSI3€U U MOCIEAYIOEMY OKUCIICHHIO;

. [IBX penko ucmnoib3yercs 6e3 mo0aBok. Yaime Bcero B €ro cocTaB
BBOJAT ruiacTuukaropsl (Harmpumep, ¢ranatel). B 3TOM ciydae B croekTpe
MOSIBATCSI JOTIOJTHUTENbHBIE MOJIOCH: CHiibHAs 1osioca C=0O cI0KHOTO 2(prpa 0KOJIO
1725 cm™'; mosochl apOMaTUYECKOro KoJiblia (€CIM HMCIOJIb3yeTcsl (PTanaTHBIN

actugukarop) okono 1600, 1580 u 745 cm .
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Pucynok 11 — UK-cnekTp monuMBUHWIXIOpUIA
dmoponnacm-4

®topormnact-4 (P-4) — sto0 nomurerpadropstunen (IITDI3, PTFE) c
xumudeckoit  popmynoit  -[CF2-CF:z],-.  Cnextp IIT®D  xapakrepusyercs
OTCYTCTBUEM CHJIBHBIX Tosioc B oOmactu 4000-1300 cm! (3a HCKIIOUYEHHEM
HECKOJBKMX  cladbix  00epTOHOB). Bce  XxapakTepuCTHYECKHME  IMOJIOCHI
cocpenoTodyeHbl B HU3Ko4acToTHOM oomactu (1300-400 cm ). 3To CBSI3aHO C OYEHB
OOJBIIMMU MaccaMu aTOMOB (PTOpa M BBICOKOW MPOYHOCTHIO cBsizer C-F.

OcHOBHBIE  XapaKTEPUCTHUYECKHWE  TOJIOCH  ¢Toporuiacta-4 U UX
uHTEpHpeTanus (pUCyHoK 12):

~1150-1250 cM™': OueHb CUIIBHBIE, MHUPOKHUE MOJIOCHI. ACUMMETPUYHBIE U
CUMMETpPUYHbIE BaJIeHTHbIE KosieOanus cBsazeil C-F. Ora o6nacTh yacTo BBIMJISAUT
KaK OJIMH OY€Hb MHTEHCUBHBIN, IIUPOKUN U CIOXKHBIM NMPOopUiIb ¢ MAKCUMyMaMHu
okoso ~1200 em™ u ~1150 cm™'. DTO camas 3amMeTHasA 4acTh CIEKTPA U KIIFOUEBOMN
JUArHOCTUYECKUI TTPU3HAK;

~550-650 cm': cunpHbIe nosiockl. edopmainvionnsie kosiebanust cBsizeit C-
F. Xapakrepnsiii ny6ner B 310t obmactu: ~638 cm ' u ~625 cm . [lonockr B 3TOM

00J1IaCTH TaKKe€ OYCHb BaXKHBI IS HICHTU(UKAIINH,
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~1305-1315 cm':

cBs3eit C-C ckelnera ernu.

3900 3800 3700 3600 3500 3400 3300 3200 3100 3000 2900 2800 2700 2600 2500 2404.05

MponyckaHue, %

2300 2200

i

[nuHa BonHbl, cMm™

Pucynok 12 — UK-cniektp ¢propornacra-4

1.2 SInepHblii MATHUTHBIN Pe30HAHC

2100 2000 1900 1800 1700 1600 1500 1400 1300 1200

st \ /’} \ \
/\f‘“ﬂ «"fl\j i

1100 1000 900 800

cinabas monoca. OTHOCUTCSA K BaJICHTHBIM KOJCOaHUSIM

700 60

Merton siiepHOro MarHuTHOTO pe3oHanca (AMP) — sto, 6e3 npeyBenuueHus,

CaMblii MOIIHBIM WHCTPYMEHT JUI OIPEACICHUS XUMUYECKOM CTPYKTYphl U

JTUHAMUKNA OPraHUYeCKUX COECAUHEHHM,

BKJIO4as I1IOJJUMCPBEI.

Ecom UK-

CHEKTPOCKONHMS MOKa3bIBAET, KaKhe (PYHKIMOHAIbHBIE TPyl PUCYTCTBYIOT, TO

SMP no3Bosier "yBUIETh" OKpYKEHUE KaXJ0TO aTOMa B MOJIEKYJIE U MTOHATh, KaK

OHM CBSI3aHBI IPYT C IPYTOM.

[Tpunuun AMP ocHOBaH Ha CBOWCTBE SiA€p HEKOTOPBIX M30TOIOB (Camble

Baxnbeie: 'H, *C, F, 2°Si, *'P) oO6mamath COOCTBEHHBIM MArHHUTHBIM MOMEHTOM

(CHI/IHOM). HpI/I IMOMCHICHNH B CUJIbHOC BHCINHCC MAIrHUTHOC I10JIC OTH sApa MOTI'YT

MOTJIOHIATh JJICKTPOMAIrHUTHOC U3JTYYCHUC B paaANOJUAITIa30HC.

[TpunnunuansHas cxema SAMP-criekTpoMeTpa peacTaBieHa Ha pucyHke 13.
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Pucynok 13 — ITpunuunuansHas cxema IMP-cniektpomeTpa

[TapameTpsl, KOTOpBIE AETEKTUPYIOTCA MeToaoM SAMP:

1 Xumuueckuii caBur (0, M.J1.) — 3TO TJIaBHBIM HH(OPMAIIMOHHBIN MTapaMeTp.
YacToTa NOTJIOMIEHUS SApa 3aBUCUT OT €r0 DJICKTPOHHOIO OKPYKE€HHUS. ATOMBI B
pasubix rpymmax (Hanpumep, -CHs, -CHa:-, >C=0) pe3oHupYyIOT Ha pa3HbIX
4acTOTaxX. ITO MO3BOJISIET ONPEICIIUTh TUIl XUMUYECKON TPYMIIbI;

2 Koncranta cnuH-cimHOBOro B3ammonenctBus (J, ') — mokassiBaeT
B3aMMOJICHCTBHE SEP YEPE3 XUMHUUECKHUE CBSI3U. [103BOISIET ONpenenuTh coceqHue
aTOMBI U CTPOCHUE (PparMeHTOB MOJIEKYJIbI;

3 VIHTEHCHUBHOCTh CUTHajJa MPONOPIUOHATIbHA KOJWYECTBY SIEp, AAOLIUX
3TOT curHai. [103BoJIIET MPOBOANUTH KOJUYECTBEHHBIN aHAIIN3;

4 BpewMs penlakcallii XapakTepHu3yeT MOABUKHOCTD MOJIUMEPHBIX LIETEi.

[TockonpKy moJuMep — 3TO CTATUCTUYECKHI aHCaMOJIb 1IeTel pa3HOM IITUHBI
U MUKPOCTPYKTYpHI, cieKTpel AMP npeactaBisitoT co6oil yecpeAHEHHYI0 KapTHUHY,

HO KpaitHe HH(POPMATHUBHYIO.
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Ocnosnvie ooracmu npumenenus AMP onsa ananuza noaumepos

1 Onpenenenne XUMUIECKON CTPYKTYPBI M UACHTH(DUKAIIHS TTOJTUMEPOB — 3TO
psIMOE U CaMO€ OYEBHUIHOE NpUMeHeHue. Hanpumep:

° [Tomuatrnen: B cnekrpe 'H-AMP — oauH €IMHCTBEHHBINA CUTHA OT
npoToHoB -CH:- ;

o [TomunponuiieH: nosBisitorcst curHaisl ot -CHs, -CH- u -CHz- rpymnm.
WX "HTEHCUBHOCTb U MYJIbTUILIETHOCTh OJHO3HAYHO MOATBEPKIAIOT CTPYKTYPY;

o [ToaucTupoil: XapaKTepHbIE CHUTHAJIBI apOMATHYECKHX IPOTOHOB M
MIPOTOHOB OCHOBHOM 1IETIH;

o Cnoxuble monumepsl (moimdgupsl, noauamuabl): AMP mno3BossieT
YBHJIETh BCE KIIFOUEBBIE CTPYKTYPHBIE SJIEMEHTBHI.

2 UccnenoBanue CTEPEOXUMHUU U TAKTUYHOCTHU — 3TO OJHO U3 CAaMBIX CHIIBHBIX
npeumyiiects AMP, HegocTyTHOE OOJIBIIMHCTBY JPYTUX METOOB.

TakTUYHOCTH — 93TO MPOCTPAHCTBEHHAS YMOPSJOUYEHHOCTh XUPAIbHBIX
IIEHTPOB BJAOJb nosmMmepHou 1enu. B cnektpe 'H- wim PC-SIMP curnanel ajis
M30TAKTUYECKUX, CUHIUOTAKTHYECKUX W ATAKTHUYECKUX IMOCIEA0BATEIbHOCTEN
pa3IUyYaroTCs M0 XUMUYECKOMY CABUTY (pUCYHOK 14).

Hampumep, B nonunponuiene rpynna (-CH-), cazannas ¢ rpymnmoii (-CHs) B
m3otaktuueckom IIIl maer onuH curHan, B CMHAMOTAKTUYECKOM — APYTOM, a B
aTaKTUYeCKOM — HaOop curHayioB. [lo COOTHOIIEHWIO HMHTEHCUBHOCTEM ATHUX
CUTHAJIOB MOYHO paccuuTarh JIOJTEO KaX 101 CTEPEOU30MEPHOMN
MOCJEA0BaTEILHOCTH (TpHUa, MEHTAJ), YTO KPUTHYECKH BAXKHO ISl TTOHUMAHUS

CBOMCTB MOJIUMEPA (IPOYHOCTb, PO3PAYHOCTh, TEMIIEPATYPA IIJIIABICHHUS ).
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CHHAMOTAKTUYECKUA -
A CHHAMOTAKTUYECKUIA

CH, CHy
CHy
o AIBN A0 AIBN
n H,C/W \)\cu, Byraron n n H,c/ﬁ( Y\CH’W )
0 CH

0 W‘, il 0”0
“ I \(C"s 100 My 3C AMP- " C)\
| 3
| s CNeKTpbl CH,
A “
't (o6nactb
eV e " » P
e s e e ',“,“M, . KapboHWbHOrO aToMa
17 174 m 172 ppm J ‘
CH, PO—— i " " " Maoraxw::zez:“ui
5 \/J\ n-Bull CHy CMHANOTAKTUYECKUX U a CH;
n z —— z n-Buli
”zCAY( Wy T J/IT" W30TAaKTMYECKMX “chn/ ﬁCH’W j/Ir"
0 oo : 0 CHy
CHy PiBUA 1 PsBUA, ’U v )0\
f CH pacteoputent CDCls. [l HyC
J » Al ‘\ “ CH,
[\ \
/ {_N
. /\j \/\ P A w/\“/ | - Ry WDy PO
- - - B i T ' T T T T ( T T T T T T T T T T 1
T I T T T 1 T T T T T I T T T T T 175 174 173 172 ppm
175 174 173 172 ppm

Pucynoxk 14 — Onpenenenue crepeoperyasspHOCTH nonumepa metogom AMP

3 AHanmu3 cocTaBa U CTPYKTYPHI COMOIUMEPOB — SAMP MO3BOJIAET HE TOJIBKO
ONPENIENIUTh COOTHOUIEHHE MOHOMEPHBIX 3BEHBEB B COMNOJIMMEPE, HO U BBIICHUTH
MOCJIEIOBATEIHLHOCTh UX COCIMHEHUS (PUCYHOK 15).

OmnpeneneHrne cocTaBa MPOUCXOAUT MO COOTHOIIEHHWIO WHTEHCHUBHOCTEU
CUTHAJIOB, XapaKTEPHBIX JIsl pa3HBIX MOHOMEPHBIX 3BEHBEB (PUCYHOK 16).

Onpenenenue CTPyKTYphl (MOCIEA0BATEILHOCTH):

o CTaTUCTHYECKHUI COMOJIMMEDP: B CHEKTpe HAOJIOAAETCS MHOXXECTBO

CUTHAJIOB, COOTBETCTBYIOIIUX Pa3HBIM MOCIEAOBATEILHOCTSM (IMa/iaM, TprUaaam).

Hanpumep, AA, AB, BB;

° brnok-cononumMep: COEKTp  BBINISAAT KAaK CyMMa  CIEKTPOB
TOMOIIOJIMMEPOB;
° [IpuBUTEIN COMOJIMMED: BUJIHBI CUTHAJIBI KAK OCHOBHOM II€MH, TaK U

ITPUBUTLIX 3BCHLCB.

o Uepenyromuiics comoiaumep: HaOMIOJAaeTCs MPOCTON CHEKTp ¢

CUTHaJaMU, COOTBETCTBYIOIIMMU CTPOTO Yepenyromieiics crpykrype ABABAB...
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Pucynok 15 — Onpenenenue nociie10BaTeIbHOCTH MOHOMEPOB METOAOM

SIMP-cniektpockonuu

Cxembl cuHTEsa romo- v cononmmepos MTMMA M MEMA  'H AMP cnekTpbl romo- 1 cononumepos (pactsoputens CDCL,)

\ a

i PMDETA,EBIB , YL
Cu(1)Br, o = N Pad)

0" O tonyon 0, a’"

| \ n TBépAblﬁ PMMA l I A

PMDETA,EBIB - ;

T S e L\

N >i° Cu(1)Br, Tonyon o \-4\4 o |

o | b

o - Q /'n
NNACTUYHDIN b
i ; - PBMA ‘\
b I_OH ‘/’,‘ g :
,I MDETAEBL _—o i . 73eo)/3=o
3 C(?)a BWAR o b)\ { L ML
u r, )
H\mnyon g Y . P(MMA-b-BMA) ) N

£ AL A s
x X . YI PMDETA, EBIB i . oo
o= o’ Yo  Cu(l)Br, d d [ g/ /tb'v . b
Tonyon Nk v P(MMA-ran-BMA) =~ ) lh A
£ ' » ® . 2 T (ppm)

Pucynok 16 — Onenka KaueCTBEHHOTO COCTaBa CONoJMMepoB Metoaom AMP
4 VccnenoBaHue KOHLEBBIX TPYII — JJIs OJMTOMEPOB U TOJHUMEPOB C

OTHOCUTEJILHO HU3KON MOJIEKYJIsIpHOU Maccoil AMP saBisieTcst TydmiuM MeETOI0M

JJIA I/II[eHTI/I(l)PIKaI_II/IH H KOJIMYCCTBCHHOI'O OMPCACICHNA KOHICBBIX I'PYIIII.
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[Ipupoga KOHIEBBIX TPYNI OMNPEAENsIeT PEaKUUOHHYI CIHOCOOHOCTD
ojluromMepa (HampuMmep, B OMNOKCHUIHBIX CMOJaX, MOJUYpeTaHax), BIMIET Ha
TEPMUYECKYIO CTAaOWJIBHOCTh W COBMECTUMOCTH C JAPYTHMH MaTepHaJIaMHU.
Hanpumep, onpenenenne cootHomenuss OH- u COOH- KOHLEBBIX TIpymimn B

noymddupax (pucyHok 17).

A
AETT I
Maa.=0.2
AAc I Muma = 239
n./n._ F4 n ./ =4 |
AN 1009 AAC ALA
__m_____)ﬂJ A ‘L i I )
be d g cf Bl f be Jr
n_ #1 n, ./ =1
AA L—O/ME B ) Me r}"u J \LM
4 3 2 1 0 il [l | 1
8, ppm 6, ppm

Pucynok 17 — 'H SIMP criekTp COnoauMepPOB METHIMETAKPUIIATA C

ammnaneratoM (A) u pypdypunanerarom (B)

S5 HM3ydyeHue KHMHETHKM M MEXaHU3Ma pEaKuid MOJMMEPU3ALINH.
PeakimoHHyl0 cMe€Chb MOXHO TIOMECTUTh B CIEKTPOMETp M HaOIogaTh 3a
U3MEHEHUEM CIIEKTPOB B PEAaJIbHOM BPEMEHHU. DTO MO3BOJSAET HANPSIMYIO CIECIUThH
3a MoTpedIeHueM MOHOMEpa, 00pa3oBaHKEM MOJUMEPA, U3SMEHEHUEM TaKTUUYHOCTH
U TIOSIBJICHMEM MPOMEXYTOUHBIX MPOAYKTOB. Hampumep, nM3yueHne mexaHu3Mma
METaJIJIOLIEHOBOM MOJIMMEpHU3auH OJIe(PUHOB.

6 WccnenoBanne TUHAMUKH MOJMMEPHBIX LEneld U (a3oBbIX NEPEXOIOB —
u3Mmepsst Bpemena penakcaruu (T, T2), MoxHO TONY4YUTh HHGOPMAIHIO O
MOJBW>KHOCTH CETMEHTOB NMOJIMMEPHOU Lienu. Hanpumep:

o Omnpenenenue remnepatypsl crekiioBanus (T.): mpu nepexope uepes T,
MOABUKHOCTh CETMEHTOB PE3KO MEHSETCS, YTO OTpakaeTcsi Ha BpPEMEHax

penaKcanyu;
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o N3ydenne CIIUTHIX TOJIUMEPOB U CETOK;

o HccnenoBanne B3anMOIEMCTBUM MTOJTUMEP-PACTBOPUTEb.

7 AHaiM3 TMOJUMEpPHBIX 100aBOK W  mnpumeced. SMP  moxer
UACHTUDUIIIPOBATh W KOJWYECTBEHHO  OMNPEACIUTh  HU3KOMOJCKYIISIPHBIC
KOMIIOHEHThl B TOJMMEpPHON MaTpuile (IIacTU(OUKATOPHI, AHTHOKCHIAHTHI,
OCTaTOYHBIC MOHOMEPHI, PacTBOPUTEIIN) 0e3 HEOOXOMMOCTH

XpOMAaTorpa(gpuuecKoro pas3aeaeHus.

Ocnoenvie munvt AMP-)Kcnepumenmog 011 noaumepos

1 Onnomepnsie criektpsl (‘H-AMP, BC-SMP):

o 'H-SIMP: BbICOKasi 4yBCTBUTEJIBHOCTb, OBICTPBHIM 3KCIEPUMEHT.
[To3BosIIET TPOBOAUTH KOJMYECTBEHHBIM AaHANU3, HM3y4yaTh TAaKTHUYHOCTH (MJIs
THOKUX 1IeTIeH ),

o BC-SIMP: Hu3kas 4yBCTBUTEIBHOCTb, TpeOyeT OOJIbLIIE BPEMEHH, HO
JIaeT JIydlllee pa3pelieHue u 0oiee NpsMoi T0CTyI K HH(OPMALIUU O YTIIIEPOAHOM
ckenere. MneaneH Ui U3ydeHNsl TAKTUYHOCTU U CTPYKTYPBI CONIOJIMMEPOB.

2 JIBymepubie cnekTpbl (2D-NMR): no3BossroT "pacmyTaTh" CHOMXKHBIE
CIEKTPBI, yCTAaHABINBAsL KOPPEIALMHA MEXKIY SAPAMU.

o COSY (Correlation Spectroscopy): MOKa3bIBa€T B3aUMOJICHCTBHUE
Mexay sapamu 'H-'H ywepes 2-3 cBs3u;

o HSQC, HMQC: mnoka3siBatoT mnpsmeie koppemsiuun 'H-ZC. Oto
KJIFOUEBOM JKCIIEPUMEHT JUIsl IPUCBOCHUSI CUTHAJIOB B CJIIOXKHBIX MOJIMMEPAX — OH
MO3BOJIAET "yBHUIIETH', K KAKOMY aTOMY yTJIEpOJAa NPUKPEIUIEH KAKIBIN ITPOTOH;

o HMBC: noxkassiBaeT nansuue koppensauun 'H-*C (duepe3 2-3 cBszn).

Hezamenum AJIs1 YCTAHOBJICHUA CBA3U MCKIY Cl)paFMeHTaMI/I MOJICKYJIBL.
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Iloozomoeka oopazuoe nonumepoe ons AMP

1 PactBopnas SAMP: naubonee pacnpoctpaHeHHbld MeTon. [lomumep
pacTBOPSIOT B moaxoasieM aeitepupoBanHoM pactBoputene (CDCls, DMSO-ds,
CsDs 1 T.11.). 'maBHas npoOieMa — MHOTHE MOJIUMEPHI TUI0XO PACTBOPHUMBIL;

2 TsepnorenvHas AMP: ucnonp3yercss IJis HEPACTBOPUMBIX MOJHMMEPOB
(CIIUTBIE CUCTEMBI, KOMIIO3UTHI), aMOP(GHBIX U KPUCTATUIMYECKUX MAaTEPHAJIOB.

Ucnonp3yetcst crenuanbHas Mertoaumka Magic Angle Spinning (MAS) —
ObICTpOe BpaleHue oOpaszia moj "mMarudeckuM" yrioMm 54,7°, 4TO MO3BOJSET
YCTPaHUTh YIIUPEHUE JTUHUN U MTOTYUYUTh BBICOKOKAUE€CTBEHHBIE CIIEKTPBI.

Hcnonb3yeTcss aias U3y4eHHUs] KPUCTALIMYHOCTH, (Pa30BOrO pA3CIICHHS B

CMECSIX MOJUMEPOB, CTPYKTYPbI HAMOJHUTEIEH.

Hpumep RPAKMUUECKO20 RPDUMEHEHUA

Ilepen wuccnepoBaTesnieM CTOWT CIEAYIOIIAs 3ajada: OXapaKTepU30BaTh
CTPYKTYpY HOBOTO CTaTHMCTUYECKOTO COMOJMMEpA CTUPOJa U METHIMETaKpHiaTa
(St-MMA).

B xoze aHanu3a npou3BOIATCS CIEAYIOIIME ONIEPALIUU:

1 IIposemenme mpomecca metogoM 'H-AMP (8 CDCL). Ilpu stom
HAOJIOJIAIOTCA CUTHAJIBl apOMaTHYECKUX MPOTOHOB cTuposna (6,5-7,5 ™.n.),
MetuiioBoi rpynmsl MMA (3,0-3,8 m.a1.) 1 MeTunoBoi rpynmsl adupa MMA (~3,5
M.1.), @ TaKKe CHUrHajbl OCHOBHOM uenu. [loarBepxknaercs Hamuuue 0O0OHMX
MOHOMepOB. [lo MHTerpanam CUTHaJIOB PACCUMTHIBAETCS MOJBHOE COOTHOUIEHUE
St:MMA.

2 IIposenenue mnporecca meronom “C-AMP (B CDCls). Habmonmaercs
CJIOXHBIM CIEKTP C MHOKECTBOM CUTHAJIOB B 00JIACTAX KApOOHWIBbHBIX Tpyn (~178
M.J1.), ApOMaTHUYECKUX YIJIEPOJOB M YTIEPOAOB OCHOBHOM menu. Hammuume

HECKOJIbKMX CUTHAJIOB JJIs1 KapOOHMIbHOM rpynnel MMA yka3bIBaeT Ha TO, YTO OHA
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HaxOJHUTCS B pa3HOM OKpYy:keHuu (Hanpumep, St-MMA-St, SttMMA-MMA, MMA -
MMA-St). 310 npsMoe J0Ka3aTelIbCTBO CTATUCTUYECKOTO XapaKTepa COnoaumMepa.

3 IlpoBeaenue mporecca MerogoM 2D-HSQC-AMP. DOkcnepumeHt
MO3BOJIAET OJTHO3HAYHO COMOCTABUTH CUTHAJIBI IPOTOHOB U YTJIEPOJOB, K KOTOPBIM
oHU npukperieHsl. [Iposicasercs cnoxusiii ciektp *C-AMP, unentudunupyrorcs
CUTHAJIbI, COOTBETCTBYIOLIME PAa3HBIM TPHUAJaM MOHOMEPHBIX 3BEHBEB.

B pesynbraTe ananuza MmetogoM SIMP Ob110 yCTaHOBIJIEHO, UTO TTOTYyYEHHBIN
COIOJINMED SIBJISIETCSA CTATUCTUYECKUM, OINPEIAEIEHO COOTHOIIEHWE MOHOMEPOB U
0XapaKTEPU30BaAHA MUKPOCTPYKTYpa LIETH.

Takum oOpa3zoMm, s/IepHBI MarHUTHBIA PE30HAHC — OSTO HE3aAMEHUMBIH
WHCTPYMEHT JUIsl TIyOOKOrO NMOHMMAaHHUsl XUMHH MONIUMEPOB. OH MpenocTaBiIseT

I/IH(bOpMaI_[HIO, KOTOPYIO HCBO3MOKHO ITIOJIYYHUTHb APYTHMH MCTOdAMU:

o KauecTBeHHast M KOJIMYECTBEHHAS CTPYKTYypa HA aTOMHOM YPOBHE;
o CrepeoxuMus 1 TAKTUYHOCTb;

o [TocienoBaTeIbHOCTE MOHOMEPOB B COIOJIMMEPAX;

° JIlnHaMyKa U KHHETUKA ITPOIECCOB.

1.3 D1eKTPOHHBIN MapaMATHUTHBIN Pe30HAHC

Meto 3JIeKTPOHHOTO mapamMarHuTHOro pezoHanca (JO11P), Tak:ke U3BECTHBIN
KaK DJEKTPOHHBIA cHuHOBBIM pe3oHaHCc (DCP), sBaseTcs yHUKaJIbHBIM
MHCTPYMEHTOM Ui aHaim3a noiauMepoB. B ommume ot AMP, kotopsii
YyBCTBUTENEH K sAnpaM, DIIP uyBcTBUTENEH K HECTIADEHHBIM JJIEKTPOHAM.

[TockonbKy  OONBIIMHCTBO MOJKMMEPOB B  CTAOMJIBHOM  COCTOSIHUU
JMaMarHuTHbl (HE MMEIOT HECMApEHHBIX 3JEKTPOHOB), MpsAMOE HaONIOCHHE 32
HUMH HeBO3MOXHO. [ToaTroMy ocobenHocth DIIP 3akirouaercss B MCClIEIOBaHUU
IIPOLIECCOB, CBSA3AHHBIX C NOSIBJICHUEM U IOBEACHUEM HECHAPEHHBIX AJIEKTPOHOB:
paavKanbHOMN MOJUMEPU3ALUH, TECTPYKIIMH, OKUCIICHHS, & TAKKE B HCIIOJIb30BAHUH
CIIEHUAIBHBIX METOK.

[TpunnunuansHasa cxema ycranoBku JIIP npencrasiena Ha pucyHnke 18.
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Pucynok 18 — IIpunuunuanbHas cxema yctaHoBKU DITP

OU3UKO-XUMUYECKHE OCHOBBI METOAA MPUMEHHUTEIBHO K MOJMMEpaM
3aKJIIOYAIOTCS B CIEAYIOIIEM: 3JEKTPOH 00JaJaeT CIMHOM M COOCTBEHHBIM
MarHUTHbIM MOMEHTOM. BHelIHee MarHuTHOE IMO0JIE CHUMAET BBIPOKIAECHHUE IIO0
HHEPIUU MEXK]Y ABYMS CIIMHOBBIMU COCTOSTHUSIMU 3JIEKTpoHa (M= +1/2 n mg=-1/2).
[Ipy morjomeHuyn KBaHTA MHUKPOBOJHOBOI'O H3JIyYEHHUS IPOUCXOIHUT IEPEXOL
MEXIY STUMU YPOBHSAMH.

o ®daktop Jlanme (g-pakTop) — OCHOBHOW MapaMmeTp, aHajor
xumuueckoro casura B AMP. OH xapakTepu3yeT JOKaJIbHOE MAarHUTHOE
OKpYK€HUE HEeCMapeHHOro ayekTpoHa. g cBoOogHOro snekrpoHa g ~ 2,0023.
OTKJIOHEHME OT ATOrO0 3HAYEHHs TOBOPUT O TOM, Ha KAakoMm artome (yriaepon,
KHCJIOPOJ, a30T) HAXOAUTCS HECITAPEHHBIN 3JIEKTPOH U KAKOBO €r0 OKPYKEHUE;

o CBepXTOHKOE B3aMMO/ICHCTBUE (CTB): B3aUMOJICHCTBUE
HECMapeHHOro JJIeKTpoHa ¢ MarHuTHeiMH siapamu (‘H, C, “N wu np.) B
HEIMOCPEICTBEHHOW OJMU30CTH. DTO TMPUBOIUT K PACHICTUICHWIO CHUTHalda Ha
HECKOJbKO KOMIOHEeHT. AHanmu3 CTB — kmod K uIeHTU(UKAIUU CTPYKTYpPbI
paaukana;

o [[upuna u popMa TUHUHU 3aBUCAT OT BPEMEHU KU3HH pauKalia U €ro

MOJBM>KHOCTH B TOJIMMEPHOU MaTpHIIE.
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Knwueevie npumenenus IIIP ona ananuza nonumepos

1 UccnenoBanue pagukanbHOil mnonumepusauuu. OIIP — eauHCTBEHHBIH
OpsIMOMl METOJ, MO3BOJSIONIMNA HAOMI0AAaTh W HIACHTUPUIIMPOBATH PaJUKAIbI,
OTBETCTBEHHBIE 32 POCT LEIH.

o [IpsiMmoe peTeKTUpOBaHHE: B HEKOTOPBIX CHUCTEMax (MpU HUBKUX
TeMIlepaTypax WM B IKECTKUX MaTpUIaX) VyAAeTcsl HEMOCPEICTBEHHO
3apErUCTPUPOBATH CIEKTPHI PACTYIINUX MOJIUMEPHBIX PAJUKAIIOB;

o NuuuudpoBaHue: MOXKHO HM3y4aTh pajuKaibl, oOpasyromuecs Mpu
pacnazie MHUIIMaTOPOB (HampuMep, MEPOKCUIHBIX WM a30COCTUHEHUI);

o CHnuHOBBIE JIOBYIIKH: MIOCKOJBKY KOHIIEHTPALMS PACTYILIUX PAJAUKAJIOB
Maja, a BpeMs UX )KU3HU KOPOTKO, UCIOJIb3YIOT TEXHUKY CIIMHOBBIX JIOBYIIEK. JTO
JaMarHUTHBIE MOJIEKYJbl (HalpUMep, HUTPOO300€H30I1), KOTOPhIE pEearupyroT ¢
KOPOTKOXKMBYLIMMH ~pajJuKallaMd, o00pa3ysi CTaOWIbHbIE paJUKajbl-aJ T yKThl
(HUTPOKCUJIBHBIE paguKalibl), KOTOpble Yyxe Jjerko paerexkrtuposaTs OIIP. Ilo
CHEKTPY aJUTyKTa MOKHO YCTAHOBHUTH IPUPOJLY UCXOAHOTO PaIUKaIa.

2 HccnenoBanue NeCTpyKUMH U CTapeHUs NoJuMepoB. IIpu tepmudeckom,
MEXaHUYEeCKOM, (DOTO- ¥ PaMallMOHHOM BO3/EMCTBUU B NOJMMEPAX Pa3pbIBAIOTCS
XUMHUYECKUE CBA3H, 00pa3ys CTAOMIbHBIE N JOJIT0KUBYLINE PaJUKAIIbI.

o Mexannyeckass AECTpYKLMS: TpU HU3MEIbYCHUH, IepepadoTKe B
AKCTPYJEpPE WM TPEHUU (U3HOC) B MOJUMEpPE BOZHHMKAIOT Makpopaaukaibsl. DIIP
NO3BOJISIET U3Yy4aTh UX NIPUPOAY U KUHETHKY;

° DOTOOKUCIUTENBHAS NECTPYKLUMSA: MO AcUCTBUEM Y D-H31ydeHUs B
MPUCYTCTBUM KHUcCIOpojaa B mnoiumepax (monumosieguusl, [IBX) oOpasyrorcs
nepokcuibHble (ROO*) u ankokcunbhbie (RO*) pagukanel. IX cHEKTpbl CUIIBHO
pa3nnyaroTcs, YTO IMO3BOJSET ONPENSIUTh MEXaHM3M WHUIMHUPOBAHUS Ipoliecca
OKHCJIEHHS U €T0 PACIIPOCTPAHEHHS.

o PagunanmonHass  CTOMKOCTh:  0ONlydeHHE  TMOJIUMEPOB  (y-TyuH,

AJIEKTPOHHBIM Ty4YOK) TeHEpUpyeT OOJbIIoe KOJUYecTBO paaukanoB. OIIP
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UCIIOJIB3YETCSl Il OLEHKH PaJUalMOHHONW CTOMKOCTH MAaTE€pUalOB U U3Yy4YCHUS
MEXaHU3Ma paguoJIn3a.

3 HccnenoBanne  OKMCIMTEIBHO-BOCCTAHOBUTEIBHBIX  MPOLIECCOB.
Hekoropele monMMepbl  SBISAIOTCS IPOBOJSALIMMU WM HOJyIPOBOIALIMMHU
(MOJMMaHWINH, MOJHUIHUPPOJI, NOAUTHO(PEH). VX 31eKTponpoBOAHOCTh CBSI3aHA C
HaJMYUEM 3apsSKEHHBIX COCTOSIHUM, UMEIONIMX HECHapeHHbIH 31eKkTpoH. OIIP
NO3BOJISIET  JACTEKTUPOBATh 3TH  IIAPAMarHUTHBIE [EHTPBI, H3ydaTb HX
KOHIIEHTPALUIO, MMOABUKHOCTh U B3AUMOJECUCTBHE IPYT C IPYrOM B 3aBUCUMOCTH
OT CTEIICHHU JIETUPOBAHUS U OKUCIIEHUS TIOJIMMEpa.

4 CnuHOBOE 30HIMPOBAaHWE W CIMHOBBIE METKM — 3TO OJHO M3 CaMbIX
MOIIHBIX U YHUKAJIBHBIX puMeHeHur JIIP B monmmMepHo Hayke. B monmmmepHyro
MaTpUlly BBOJAST CTAaOWIbHbIE MapaMarHUTHbIE 30HJbl (Yallle BCEro —
HUTPOKCHJIbHBIE PAJIUKAJIbI).

CHOuHOBBIN 30HA — ATO Yy’Kasi MOJIEKYJa, BHEAPEHHAS B NIOJIMMED; CIIMHOBAs
METKa KOBAJICHTHO IIPUIINTA K MOJIUMEPHON LIETIH.

[Ipy 3TOM MOHO MOJIYYUTh CIAEAYIOIIUE JaHHBIE:

o MUKpOBSI3KOCTh M JIOKaJdbHAsI MOABWKHOCTh. @opma cnektpa OIIP
HUTPOKCHUJIBHOT'O PaJIMKaJIa CUJIBHO 3aBUCUT OT CKOPOCTH €T0 BpallleHus. B xxecTkon
cpene (Hmwxke T.) crnekTp MHUPOKUA, B MOABMKHOM (Bbiie T.) — y3kuil. D10
II03BOJIAET TOYHO ONPEAEIIATh TEMIIEPATYPY CTEKIOBaHUs, U3y4aTh CETMEHTAIbHYIO
JUHAMUKY B Pa3HbIX YacCTAX LENU;

° Mopdomnorus IIOJIUMEPOB. Mertkn, pAaCIIOJI0KEHHBIE B
KpUCTAJIIMUYECKOM U amop(HOM (ha3ax, UMEIOT pa3Hble CIIEKTPhl. ITO MO3BOJISET
u3y4ath (ha30BOE pas/ieJIeHUE B CMECSAX MOJIUMEPOB, CTENEHb KPUCTANINYHOCTH;

o Crpykrypa u KoH(popmauus Makpomosekyis. IlpummBas MeTku K
pPa3HBIM Y4YacTKaM LIETIH, MOKHO M3y4aTh BHYTPUMOJIEKYJISIPHbIE B3aUMOIECHCTBUS
U KOH(OPMAIIMOHHBIE [TEPEXO/IbI.

5 UccnenoBanue CHIMTHIX MOJUMEPOB (ByJkaHu3aToB). [lpu ByiakaHuzanuu
Kay4yKOB YaCTO HCIOJB3YKTCS IMEPOKCHIHBIE CUCTEMBI, KOTOPbIE WHULUHPYIOT

oOpa3zoBaHue MOMEPEYHBIX CBsI3EH Yepe3 paauKaibHbld Mexanu3M. JIIP mo3Bomnser
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KOHTPOJUPOBATh ATOT MPOLECC U U3y4aTh NPUPOAY PATUKATIOB, YYaCTBYIOIIMX B

CIIMBAaHHMH.

Tunwt IIIP-3Kcnepumenmog 011 NOAUMEPOE

1 Cramuonapras OJIIP (Continuous Wave, CW-EPR) - cawmprit
pacrnpoCcTpaHEHHBIN TUI. PErucTpupyercs CeKTp NOrIOMIEHUS PYU HENPEPBIBHOM
oOiydeHnHn o0pas3iia MUKPOBOJHAMH M TUIABHOM HM3MEHEHHH MAarHUTHOTO TOJIS.
Hcnonb3yeTcs asist 00JbIIMHCTBA MPUIIOKEHUHN, TIEPEUNCIICHHBIX BBIIIIE,

2 OIIP Bumumoro ceeta (Photo-EPR) — coueranune OIIP ¢ obmydenuem
oOpa3zua cBeroM. [lo3BosisieT B peadbHOM BpPEMEHU U3y4aTh pPaJIUKalbl,
reHepupyemsie pu poToause;

3 DnextponHoe criuHoBoe 3x0 (ESE, Pulsed EPR) — uMmnysibcHast TexHuka,
ananor umiyiabcHoro SIMP. Ilo3BossieT usmepsaTh BpeMmeHna penakcauuu (Ti, Ta),
4TO JaeT MH(OPMALMI0O O JAMHAMUKE paJuKanoB. Takxke MO3BOJIAET MPOBOJIUTH
DKCIEPUMEHTHI, aHATOTHUHbIE 2D-AMP, 17151 yCTaHOBIIEHUS CTPYKTYpPBI PAAUKAIIOB;

4 JIBoitHoM anekTpoH-anepHsbiii pezoHanc (ENDOR). [1o3BomsieT ¢ BbICOKOIA
TOYHOCTBIO M3MEPATh KOHCTAHTBI CBEPXTOHKOIO B3aUMOJEHUCTBHUS C SAJIPAMH,
KoTopble "3aMackupoBaHbl" B 00blyHOM crnektpe OIIP. Kputuuecku BakeH st

TOYHOW UACHTU(DUKAIINY PATUKAIIOB.

Iloozomoeka obpazuoe u ocovennocmu

OO0pasipl MOTYT OBITH B BUJIE IJIEHOK, TOPOIIKOB, BOJIOKOH, pAaCTBOPOB.

YacTo skcnepuMeHThI IPOBOIAT NMPU HU3KUX Temmepartypax (77 K, sxuakuii
a30T), 4TOObI '"3aMOpPO3UTH" OBICTPHIE MPOLECCHl M YBEIUYUTh BpEMs KU3HU
PaJUKaIoB, YIYUYlIUB TEM CaMbIM CHEKTPAIbHOE pa3pelieHue.

JUis moslydeHusi KadeCTBEHHBIX CIIEKTPOB YacTO HEOOXOJUMO YAAJATh
KHCIJIOPOJ] U3 aMITyJIbl ¢ 00pa3lioM, T.K. KUCIOPO/I MapaMarHuTeH, CUJIbHO YIIUPSET

muauu J11P.
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Ilpumep npaxmuueckozo npumenenus

[lepen umccrnegoBarenreM CTOUT 3ajada M3YYUTh MEXaHU3M (OTOCTapeHUs
nonunpormieHa (I111).

B xone ananuza mienky 11 momemnator B kBapieByro ammyiy. CHUMAIOT
ucxonuelii criektp DIIP (momken orcyTcTBOoBaTh). Jlanee obpasern obmyqaror Y -
CBETOM HEIOCPEJICTBEHHO B PE30HATOpe CIEeKTpoMeTpa (B pealbHOM BpPEMEHH).
Cpasy nociie Hadaia 00JIy4eHHs] peTUCTPUPYIOT TosiBieHue crekrpa DI1P.

Ha mnepBbix cramusx nHaOmomaercs ayoner (1:1), xapakTepHbId s
anKuiIbHBIX pagukanoB (*CH— unu *CH2), oOpa3syromuxcs npu pa3psise cBsizu C-H.

[Ipu noctyme kucimopoga cCHeKTp pe3ko MeHsiercs. [losBisiercs
AHU30TPOINHBINA CHHIJIET, XapaKTEPHBIA JISI MAaJONOJABUKHBIX MEPOKCHUIIBHBIX
pagukasioB (ROQOe). DTo KIIOYEBON MNPOMEKYTOUHBIA paJMKal B MpoOIEcce
OKHUCJICHUS.

Takke MOKHO CIEIUTh 3a POCTOM U CIIAJIOM KOHIIEHTPAlMU KaXXKJ0ro TUIa
paJNKaIoB BO BPEMEHH.

B pe3ynbrate ananuza meron OIIP HanmpsiMyro MOATBEpAWI paJAWKaIbHbBIN
MexaHnu3M (¢otookucienus IIIl: wHUIMUpPOBaHWE TPUBOIUT K OOpPA30BAHUIO
QIKWIBHBIX PAJUKAJIOB, KOTOpPbIE OBICTPO PEarupyroT € KUCIOPOAOM, 00pasys
MEPOKCUIIBHBIE PAJAUKAJIbl, OTBETCTBEHHbIC 3a JajibHEWIIEE pa3BUTHE LEIMHOU
pEeaKLUy OKUCIIEHUS.

Takum o6pazom, DIIP-ciekTpocKonust — 3TO Y3KOCIEIUATU3UPOBAHHBIN, HO
HE3aMEHUMBI METOJ B apceHalie MOJMMEpPHOTO XuMuka u ¢usuka. Ero
YHUKAJIBHOCTh 3aKJIFOYAETCS B CIIOCOOHOCTH:

o [IpsiMO EeTEeKTUPOBATHh M UICHTU(PUIIUPOBATH PAJUKAIBI — AKTUBHbBIC
LEHTPHI KIFOUEBBIX MPOIECCOB (CUHTE3, IECTPYKIUS, CTAPEHUE);

o HccnenoBarh JIOKAIbHYIO JUHAMHUKY U MHUKPOCPENY B MOJUMEpax ¢
MTOMOII[BI0 CIIMHOBBIX METOK U 30HJIOB C OECIpele/ICHTHON YyBCTBUTEIILHOCTBIO.

Xors OIIP He sBaseTcs PYTHHHBIM METOAOM [UIsl TIOBCEIHEBHOM

I/I,Z[GHTI/I(bI/IKaL[I/II/I, OH MPCAOCTABJIACT PCIIAOMIME JOKA3aTCIbCTBA JJIA IMMOHUMAHUA
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MCXaHHU3MOB XHMHUYCCKHX U (I)I/ISI/IIICCKI/IX npeBpameHm?I B IOJMMCPHBIX

MaTepHraiax Ha caMoM (PyH/IaMEHTaJIbHOM YPOBHE.
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I'naBa 2. Xpomartorpaguyeckue MeTOAbI AHAJIH3A

Xpomarorpapuiyeckiue METOJAbl  COCTaBJSIOT OCHOBY COBPEMEHHOTO
AHAIMTUYECKOTO0 HHCTPYMEHTapus JUid  pasfeieHus, UISHTU(DUKAUU U
KOJIMYECTBEHHOI'O OIPEIEIEHNS KOMIIOHEHTOB B CJIOKHBIX MOJIUMEPHBIX CHCTEMAX.
WX yHUBEpCAIBbHOCTb, BBICOKAS Pa3EIUTENbHASI CHIOCOOHOCTh U UyBCTBUTEIBHOCTh
JIETA0T UX HE3aMEHUMBIMU [IJIsl PEUIEHUS IIMPOKOro Kpyra 3aj1ad — OT KOHTPOJIS
KayecTBa CBHIPbS M TOTOBOM MPOAYKIUU 10 (yHIAMEHTAIBHBIX HCCIEAOBaHUMN
CTPYKTYPBI U CBOWCTB MOJIUMEPOB.

B ommuume OT CHEKTPOCKONMYECKUX METOJOB, MPEIOCTABIISIIOLIUX
UH(OPMAIMI0O 0 XUMUYECKOM CTPYKTYype, XpoMarorpadus cnenuajin3upyercs Ha
pa3liEeIeHUN CIOKHBIX CMECEN HA MHIMBHIyaIbHbIE KOMIIOHEHTHI C ITOCIIEAYOIEH
UX JI€TEeKIHe. DTO MO3BOJISET AHAIM3UPOBATH MHOTOKOMIIOHEHTHBIE CUCTEMBI,
ONpENENATh  MOJIEKYJSPHO-MACCOBOE  paclpeleieHre,  H3ydaTb  COCTaB
COIIOJINMEPOB U UACHTU(PUIMPOBATH HU3KOMOJIEKYJIIPHbIE JOOABKU U PUMECH.

B nanHOM pa3znene paccMaTpuBarOTCA KIIIOYEBBIE XpoMarorpaduueckue
METO/Ibl, HanboJIee MIMPOKO MPUMEHSIEMBIX B aHAJIN3E MTOJIUMEPOB:

1 T'azoBas xpomarorpadus (I'X) — Beicok03(hPEeKTUBHBIN METOT AJI aHATU3a
JIETYYMX COECIMHEHUM, CBSI3aHHBIX ¢ noaumepamu. [IpumensieTcs s onpeneneHus
OCTAaTOYHBIX MOHOMEPOB, PACTBOPUTENEH, JIETYYMX IPOAYKTOB JErpajallid H
HU3KOMOJIEKYJISIpHBIX J100aBOK. B couderanuu c¢ muposuzom (ITup-I'X) u macc-
cnexktpomeTpuueckuM nerekrupoBanueM (I'’X-MC) Metos mo3BoJisieT MPOBOIUTH
UACHTU(UKAIMIO CcaMUX T[OJMMEpPOB IO XapakTepHbIM TNPOAYKTaM HX
TEPMUYECKOTO PA3TOKEHUS;

2 BricokoadextuBHas xunkoctHas xpomarorpadus (BOXKX) — nanbonee
YHUBEpPCAIbHBIA METOJ MJisi aHajiu3a HEIJIAaBKUX W HEJEeTYyYHMX COEIMHEHUH.
Pazmuunbie  pexumbl  BDOXX  (oOpamieHHO-(a3zHbIM, HOpMallbHO-()a3HBIH,
MOHOOOMEHHBIM) TO3BOJIIIOT pelIaTh pa3HOOOpa3Hble 3ajaud: OT aHajau3a
NOJIUMEPHBIX ~ 100aBOK M  OJIMTOMEPOB  JI0  HCCIEAOBAHMUS  KOHILIEBBIX

(GyHKIMOHATBHBIX TPYT U MPOTYKTOB CTAPEHUS;
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3 Tenp-nponukaromass xpomarorpadus (I'TIX) — crneumanu3upoBaHHBIN
BApUAHT JKHUJIKOCTHOM Xpomarorpaduu, MpeAHa3HAYEHHBIM [UIsl pa3leieHus
MaKpOMOJIEKYJI [10 UX pa3Mepy B pacTBope. ABISIETCS CTaHAAPTOM ISl ONPEIETICHUS
MOJIEKYJIIPHO-MACCOBOIO  pAaCMpENeNICHus] —  KJIIIOUYEBOM  XapaKTEPUCTHUKH,
ONpENEISIIONE MEXaHUYECKHE W TEXHOJOTMYECKHE CBOMCTBAa IOJHUMEPOB.
CoBpeMeHHbIE BapUaHThl METO/Ia C IETEKTUPOBAHUEM METOJIOM CBETOPACCESHUA U
BHUCKO3UMETPHUH MO3BOJISIIOT MOJTy4aTh A0OCOMIOTHBIC 3HAUCHUS MOJIEKYJISIPHBIX MacC
U U3y4aTh apXUTEKTYPY MAKpPOMOJIEKYJT;

4 Toukocnoitnas xpomarorpaduss (TCX) — mnpocroit, OBICTpbIH WU
SKOHOMHUYHBIA METOJ MJI1 KA4eCTBEHHOTO M MOJYyKOJIMYECTBEHHOIO AaHAJIN3a.
Hecmotps Ha Gonee HuM3Koe paszpemieHue mo cpaBHeHuio ¢ BOXX u I'X, TCX
OCTAaE€TCsl HE3aMEHHUMbIM WMHCTPYMEHTOM JJISI SKCIPECC-KOHTPOJIS XOAa peaKUuui
NOJIMMEpPU3AllNM, aHajlu3a OJUIOMEPOB, CKPUHUHIA J00ABOK M MPOBEACHUS
IpeIBaPUTEIbHBIX UCCIIET0BAHMM.

Kaxaplii u3 3THX METOI0B 3aHUMAET CBOIO HUIILY B aHAJIMTUYECKOM MTPAKTHUKE.
Nx BbIOOp 3aBHCHUT OT KOHKPETHOM 3agaud, TpeOyemMol TOYHOCTH,
MIPOU3BOJIUTEIIBHOCTH U XapaKTepa aHATU3UPYEMBIX COEMHEHMI. B nmociemyromux
rjlaBax pasjesia mogpoOHO PACCMOTPEHBbI TEOPETUUYECKUE OCHOBBI, HHCTPYMEHTHI,
o0JacTM  MNPUMEHEHHMS] U TNPAKTHYECKHE acmeKTbl  HMCIOJIb30BaHUS
xpoMarorpauuecknux MeETOJOB I BCECTOPOHHETO aHajin3a TOJUMEPHBIX

MaTepraoB.

2.1 I'azoBas xpomartorpadus

l'azoBas xpomarorpadusi (I'X) — 3TO0 MOIIHBIA AHATUTUYECKUNA METO/,
KOTOPBI HWCIONB3yeTCs ISl aHajiu3a HE CaMoro MOJIMMEPHOro MaTepuana, a
BCIIIECTB, CBS3aHHBIX C HUM: JICTYYUX IPOAYKTOB Pa3jI0KEHUSI, MOHOMEPOB,
100aBOK ¥ IIPUMECEH.

[TockonmpKy moOIMMEpHl caMu 10 ce0e HeNeTydd M pasjaramTcs Ipu

TeMIEepaTypax HUKE KUICHUS, MPSMON aHAIN3 MaKpOMOJIEKYJI METOAOM Ta30BOM
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xpomarorpaguu HeBO3MOXkeH. OJIHAKO 3TO OTPAaHUYEHHE OTKPBIBAET AOPOTY IS
LIEJIOTO Psi/la YHUKAIbHBIX IPUMEHEHUN.

Pasnenenne cMecu JIeTydHMX BEIIECTB OCHOBAHO HAa UX pPa3iIu4HOM
pacrnpeneneHnn MexX 1y 1ByMs (a3aMu:

o HenonsuxHast ¢aza: TOHKMM CJIOM JKMIKOCTH WM TOJHUMEpa,
HAHECEHHBII Ha BHYTPEHHIOIO CTEHKY KallWJUISIPHON KOJIOHKH;

o [TonBukHas daza: MHEPTHBIN ra3-HOCUTENb (TENINiA, BOIOPO, a30T).

KoMnoHeHTbl  mpoObl, yBJIEKaeMble Ta30M-HOCUTENIEM, IO-pa3HOMY
yAEP)KUBAIOTCST HETOABIKHON (Pa3oil M BBIXOIAT M3 KOJIOHKM B pPa3HOE BpeMs
(uMmeroT paszHoe BpeMmsi yaepkuBaHus). Ha BbIXog€ U3 KOJOHKH JETEKTOP
PETUCTPUPYET CUTHAJI, KOTOPBIN 00pa3yeT XxpomMaTorpaMMy (pUCYHOK 19).

YToOBI MPOAHAIM3UPOBATH NOJIUMEP C MOMOIIbIO ['X, ero Heo0X0AUMO TeEM
WIM UHBIM CIOCOOOM IEPEBECTH B JETyuyt0 (OpMy. DTO JTOCTUTACTCs IJIaBHBIM

00pa3oM 3a CYET TEPMUIECKOTO BO3ICHCTBHSL.

Nameputenb
§ rnoToka
[Henutenb —
Perynatop notoka NletekTop Cuctema
cbopa

AaBneHns

Perynatop \4) I J WHxekTop ABHEBIX
noToka N
T&.

McTouHMK rasza-Hocutens -~ TepmocTar
KonoHka " KOJIOHKU

Pucynox 19 — Cxema razoBoro xpomarorpada

Knroueevie mexnuku u ob1acmu npUMEHenuAn

1 AHamu3 oCTaTOYHBIX MOHOMEPOB M JIETYUYUX OPraHUYECKUX COCIUHEHUN —
3TO OJHO M3 CaMbIX BAXXHBIX MPOMBIIUICHHBIX NPUMEHEHUH, OCOOCHHO s

KOHTPOJISI KauecTBa U 0€30MaCHOCTH.
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Muorue nonumepsl (Hanpumep, [IBX, monmuctupon, noimakpuiaaTel) mocie
CUHTE3a COAEpKaT CIEAOBbIE KOJMYECTBA HENPOPEArupoOBaBIIEr0 MOHOMEPA,
KOTOPBI MOKET OBITh TOKCUYHBIM, UMETh HETPUSATHBIN 3alax WA BIUATH Ha
CBOWCTBA.

Jlns mpoBeAeHus aHain3a oOpasel] MojuMepa pacTBOPSIOT B MOAXOASAIIEM
pactBopuTene (Hanpumep, TeTparuapodypane uinu numetuipopmamuae). Pactsop
BBOJAT B MHXKEKTOp ['X, re pacTBOpHUTENb MITHOBEHHO HCHApSETCs, a JIETy4ue
KOMIOHEHTHI (MOHOMEPHI) MOMAaAa0T B KOJIOHKY U pa3/ieIsiOTCsl.

[Ipumepamu npakTUYECKOTO TPUMEHEHUSI MOTYT OBITh:

o Onpenenenue ctupoina B noymctuposne i AbC-macruke;

o Onpenenenne BuHuMixyopuna B [IBX — coxepxaHue cTporo
pErJIaMEHTUPOBAHO U3-3a €r0 KaHIIEPOT€HHOCTH;

o AHanmu3 JeTydyux IUIACTH(PMKATOPOB WJIM  PacTBOpUTENEH B
IOJINMEPHBIX KOMITO3UIIHUAX.

2 Iluponmuznasa razoas xpomarorpadus (Ilup-I'X / Py-GC) — 3to camslii
MOIIHBIA W uH(pOpMaTUBHBIN MeTon ['X-aHanmuza mnonumepoB. Ero cyth —
TepMUUECKOE paziiokeHue (muposn3) oOpasna B HHEPTHOM artmocdepe ¢
NOCIIEAYIOUUM  XpOMATOrpaUuecKuM  pas3jiefieHHeM U UJAeHTU(dUKauen
IIPOIYKTOB MUPOJIU3A.

Jis mpoBeneHus aHanu3a HeOousblIoi oOpasen noaumepa (~0,1-1 mr)
NOMEIIAIOT B CHELHUAIBbHBIA IMHPOJIM3EP, KOTOPBII MIHOBEHHO HArpeBaercs [0
3alaHHON BBICOKOM Temmeparypbl (00brdyHO 500-800 °C). Ilonmmmepnasi 1enb
OecnopsiIOUHO pa3pbIBaeTCs, 00pasysl xapakTepHble (parMeHThl (OJIUTOMEPHI,
MOHOMEPBI, HU3KOMOJIEKYJISIPHBIE IPOAYKTHI).

B pesynbrare MOXHO TOJYYUTh CBOEOOpa3HbIM "OTHeyaToK mMaibieB"
NOJINMEPA, T.K. COCTAaB NPOAYKTOB MUPOIN3a YHUKAIEH IS KAXA0ro MOJIMMeEpa U
MO3BOJISIET:

. NnentudunupoBaTs HEW3BECTHBIM monuMmep. Hampumep, mmponm3
nonumerunMerakpunata ([IMMA) naer noutu 100% Beixoa monomepa (MMA).

HI/IpOJ'II/IS IMOJIUITUIICHA AACT PpAA aJIKAHOB U AJIKCHOB,
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o OTauyaTh rOMOMOJUMEPHI OT COMOIUMEPOB M OMPEACIISITH KX COCTAB.
AHanu3upysi COOTHOLIEHHE MOHOMEpPOB B IMPOAYKTax MHUPOJIH3a COMOJUMEPA
CTUpOJa ¥ OyTaJreHa, MOXHO TOYHO OTIPEICITUTh €r0 COCTAB;

o N3ydarh MUKPOCTPYKTYpY: HampuMep, OTJIMYaTh AaTaKTHYECKUU,
M30TAKTUYECKUN U CUHJIMOTAKTUYECKHUI MOJUIIPOIUIIEH;

o OOHapyXuBaTh CJIEAOBbIC MPUMECH U aHAJIU3UPOBATH CIIOXKHBIC
MTOJIMMEPHBIE CMECH.

3 Ta3oBas xpomartorpadusi B COYETAHUU C TEPMOTPABUMETPUUYECKUM
ananmm3oMm (TTA-I'X / TGA-GC) — »5T0 THOpHIHBI METOJ, AaHAIOTHYHBIN
TepMuueckomy aHanuzy B couetanuu ¢ UK-®ypoe cnektpomerpueit (TGA-FTIR),
HO ¢ 00Jiee MOITHBIM UHCTPYMEHTOM JI€TEKTUPOBAHUSI.

TepMorpaBUMETPUYECKUI aHAIM3ATOP HEMPEPHIBHO B3BEIIMBAET 0Opaselr
IIPU €r0 HarpeBaHUM B MOTOKE MHEPTHOTO rasa. JIeTyune npoyKThl pa3ioKEeHHUs C
ra3oM-HOCHUTEJIEM HANPSIMYIO IepeatoTcs: B nHxkekTop I'X.

JlaHHBI METOJ TO3BOJIAET HE TOJBKO 3aUKCHPOBATH MOTEPH0 MAacChl Ha
TI'A-kpuBOiA, HO U TOYHO UJACHTU(PUIIUPOBATH, KAKUE UMEHHO JIETYYHE MPOTYKThI
BBIJICIISIFOTCS] HA KAXKJI0OM KOHKPETHOM CTaJIUK Pa3JI0KEHHUS.

[Ipumepamu NpakKTUYECKOTO TPUMEHEHHUSI MOTYT OBITh:

o N3ydenne mexaHu3mMa TEPMUYECKON IeTpagalyy MOJIUMEPOB;
o AHanu3 coctaBa U CTaOMIBHOCTH MOJTMMEPHBIX KOMITO3HIIN;
o HccnenoBanre MpPOLECCOB OTBEPKACHUS (IO BBIACICHUIO JIETYUHX

MOOOYHBIX POTYKTOB).

4 Ananu3 n100aBOK B MOJUMEpPAx: MHOTHME HU3KOMOJEKYJSpHbIE 100aBKU
(AHTHOKCUIAHTBI,  CBETOCTAOMJIM3ATOPBl,  AHTUIMPEHbI,  IIACTU(PHUKATOPHI)
SBIIAIOTCA  TEPMOCTAOMJIBHBIMU U JIETYYUUMH H MOTYT OBITh HaNpsSAMYIO
MIPOAHAIM3UPOBaHbI ¢ ToMoIIbIO ['X.

JIiist aHanu3a moJiMMep pacTBOPAIOT, a J00ABKHU SKCTPArupyroT MOAXOASIINM
pacTtBoputTeneM (HampuMep, TEKCAaHOM WM JAUXJIOPMETAHOM). OKCTPakKT,

coJiep Kalliii 100aBKH, KOHIIEHTPUPYIOT U BBOIAT B ['X. Takum 0O6pa3zomM MOMKHO
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OnpcaAcCiATh, HarpumMcp, KOJIMYCCTBECHHOC COACPIKAHHC q)TaHaTHBIX

mactudukaropon B [IBX.

Jemexkmopuwt, ucnonvsyemote ¢ I'X ananuze noaumepos

Bp100p neTeKkTopa KpUTHUECKH BaXKEH M 3aBUCUT OT pElIaeMOM 3a4a4uu:

1 [InamenHo-uonm3anmonubii  aerexkrop (IIWJI / FID): camebrit
paclpoCTpaHEHHBI  JETEKTOp.  YHHBEpPCAJ€H,  BBICOKOUYBCTBUTEIEH K
OOJILIIMHCTBY OpraHUYeCKUX coeauHeHun. Mmeamen s muponuszHo ['X u
aHaJu3a MOHOMEPOB;

2 Macc-cnexkrpomerpuueckuii gerekrop (I'X-MC / GC-MS): "3omoToi
cranaapt" nis uaeHTupukanuu. OH He TOJTBKO PETUCTPUPYET BPEMs BbIXO/Ia MHKA,
HO U TIPEAOCTABISIET MACC-CIIEKTP KaXJA0TO COSTMHEHMUS, TO3BOJISISL OJTHO3HAYHO €0
UIECHTU(PUIMPOBATh Ja)ke B CJIOKHOM cMecu. HezameHum Jisi MHTEpIpeTanuu
MAPOJIN3ATOB U MPOAYKTOB PA3JIOKEHNUS,

3 Herexktop mo temnonpoBoanoctu (JITII / TCD): yHuBepcaibHbIN
JIETeKTOp, MEHee 4yBCTBUTENIbHBIM, dyem I[IMJI, HO He paspymarontuii mpoOy.
[Mogxonut nns ananus3a noctosiHHbIX ra3oB (Hz, N2, CO, COz), KoTOphie YacTo
00pasyroTcs Mpy MUPOJIU3E UM OKUCIICHUH TIOJIUMEPOB;

4 OnextponoszaxBaTHbii neTekTop (D3]] / ECD): BRICOKOUYBCTBUTEIIEH K
rajioreHcoiepkaium coenuHeHusM. [lone3eH miig aHaiv3a aHTUIIMPEHOB WIIU

IIPOAYKTOB PA3JIOKEHHS TaJIOT€HUPOBAHHBIX ITOJUMEPOB.

Iloozomoeka npo6 ona I'X ananuza nonumepos

DTO caMblii KPUTHYHBIN 3Tall, TaK KaK MOJUMEPBI — CII0KHBIC MaTPUIIBI.

1 PacTBOpeHUME/PKCTpaKIUs: TOJUMEpP PACTBOPSIOT, a IICJICBbIC AHAJIUTHI
(MOHOMEpHBI, T00ABKH) JKCTParupyloT pacTBOpPUTENEM. PacTBOpuUTeNb HOKEH
XOpOIIO PaCTBOPATH MOJUMEp, HE MeIIaTh aHAJIM3y M OBbITh COBMECTHUMBIM C

cuctemon 1'X;
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2 TBepnodaznas MHUKPOIKCTPAKIIHS (SPME): COBpPEMEHHas
OecpacTBOpHUTENIbHAS TEXHUKA. MUKPOBOJIOKHO C HAHECEHHON HEIOIBIKHOU (a30ii
MOMEIIAIOT HajJ o0pas3loM monuMepa (B paBHOBECHOW mapoBod (aze) wuimum
MIOTPYXAIOT B €0 pacTBOp. JleTydre aHamuThl COpOUPYIOTCS Ha BOJIOKHE, KOTOPOE
3aTeM BBOJUTCS B WHXeKTOp ['X 1yst Tepmonecopoiuu. MneansHo aig aHaiu3a
JeTyuux oprannueckux coeaunenuit (JIOC).

3 IIuponu3: HE TpeOyeT MOATOTOBKH, 00pa3el] MOMENIAeTCs HEMOCPEICTBEHHO
B ITUPOJIHU3ED;

4 TepmopaecopOuus: HarpeB oOpasla J0 YMEPEHHBIX TeMIepaTyp s

I[GCOp6I_[I/II/I JCTy4UHuX COCIMHEHMH C €T0 ITOBCPXHOCTHU oe3 FHY6OKOI‘O Pa3J10KCHHUA.

Hpumep RPpAKmMU4Y€CKO20 NpUMEHEeHUA

Ilepen wuccrnenoBareneM CTOUT 3aladya WACHTUDUIIMPOBATHL MaTepual
HEU3BECTHOTO TUIACTUKOBOTO U3/EIIUSI.

B xone ananuza metoaom [Tup-I'’X/MC npou3BoAsT CleAyIOIINE ONEPALNH:

1 Ot uznenus otpeszatoT Mukpoodpaseir (~100 Mkr);

2 O0pas3err MOMEIIAT B MUPOIU3EP, KOTOPBIN ObICTpo HarpeBaeTcs 10 600°C
B MNOTOKE TeJIus;

3 IlpoaykTsl uponu3a nepeHocarcs B [ X-KOJIoHKy, T1ie pa3aesaoTcs;

4 Macc-CreKTpOMETP PETUCTPUPYET MACC-CIIEKTPhI BCEX BBIXOSAIINX MUKOB.

B pesynbTaTe aHain3a yCTaHOBJIEHO, YTO OCHOBHBIM MPOAYKTOM IMUPOJIHN3A
aBysgeTcs MoHoMep MetuiMetrakpuwiaT (MMA), Takke MPUCYTCTBYIOT MUKHU €ro
JMMEPOB U TPUMEPOB, UTO MO3BOJIAET CIEIaTh BBIBOJ: W3JCJIME U3TOTOBJICHO U3
nosmMetunMerakpunata (IIMMA, oprannueckoe CTeKIIo).

Takum o00pa3zoMm, razoBasi xpomartorpadusi, 0COOEHHO B KOMOHWHAIIUM C
MAPOJIM30M U MAacC-CIEKTPOMETPUEH, SBISETCS HE3aMEHUMbIM HHCTPYMEHTOM B
apceHasje MOJUMEpHOro aHanutuka. OHa pelaer 3aJadd, HEJOCTYMHbIC IS

CIICKTPOCKOIINMYCCKUX MCTOJOB!:
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o [Mup-I'’ X/MC npenoctaBisier "MOJEKYJSpHbIE OTMEYAaTKA MableB"

JJI1 I/II[CHTI/I(bI/IKaHI/II/I IMOJIMMCPOB U COITOJIMMCPOB,

o AHanu3 JIeTy4MX BEIECTB rapaHTHUpyeT O€30MacHOCTh M KauyeCTBO
MPOAYKIUU;
o ['ubpungasie wmetomel  (TTA-I'X) pmator 1iyOokoe TOHUMaHUE

IIPOLIECCOB TEPMUYECKOTO PA3I0KEHU.

['azoBast xpomarorpaduss u UK-Dypbe-ciekTpoMeTpusi BEIUKOJIEITHO
JOTOJIHAOT Jpyr JApyra, oOecreuynBasi BCECTOPOHHIOK — XapaKTEPHUCTUKY
IIOJINMEPHOTO MaTepualla — OT €r0 MOJIEKYJSIPHOM CTPYKTYpbl M COCTaBa J0

MOBCACHM: IIPpHU HAI'PCBAHWHU Y HAJINYWA MaJIbIX HpHMCC@ﬁ.

2.2 KuakocTHasi xpomarorpagus

Kunkoctnas xpomarorpadusi (KX), ocobeHHO BbICOKOA(D(PEKTUBHAS
xuakoctHas xpomarorpadus (BOXX, HPLC), saBnseTcs KpaiiHe BaXXHbIM METO0M
JUIs aHaju3a nojauMepoB. B oTimuume ot razoBoil xpomaTtorpaduu, oHa HEaTbHO
MOJIXOUT JJI padOThl C HEIUIABKUMHU U HENETYYUMHU MOJIEKYJIaMH, KaKOBBIMU U
SIBIISIFOTCS OOJBIIIMHCTBO TIOJIMMEPOB.

E€ yHukanmpHas OCOOEHHOCTh 3aKJIIOUAETCS B CIOCOOHOCTH pAa3AEisATh
MOJIUMEPHI 10 Macce (pazMepam), XMMUYECKOMY COCTaBY U (DyHKIIMOHATIBHOCTH.

Pa3nenennie cMecu BElIECTB OCHOBAHO HAa UX Pa3IMYHOM paclpeiesieHuu
Mexay nByms (azamu (pucyHok 20):

o [TonBmxHast ¢aza (DIIOEHT): KHUAKOCTh (PacCTBOPUTENTh WM CMECHh
pacTBopHUTeNei), KOTOpash MOJ BBICOKMM JaBJICHMEM MPOKAYMBAECTCs 4epes
CUCTEMY;

o HemonswxHast ¢aza: copbeHT (4ame Bcero Moau(UIMpOBaHHBIN

KpEMHE3€EM), YIIaKOBAHHBIN B KOJIOHKY.
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Pucynok 20 — OCHOBHBIE y3JIbl JKUJKOCTHBIX XpOMAaTOTrpaUueCKnX CUCTEM

Monekynpl MoJuMepa IMO-pa3HOMY B3aUMOJEHCTBYIOT C MOBEPXHOCTHIO
copOeHTa B 3aBUCUMOCTH OT CBOETO pa3Mepa, XUMUYECKOTO CTPOEHUS U MPUPOIbI
pacTBOPHUTEIIS.

[TockonbKy Bce MOIMMEPHI MOTUAUCIIEPCHBI (T.€. COCTOST U3 MAKPOMOJIEKYT
pa3HOW IIMHBI), TIaBHOW 3amadeit KX sBisieTcs HE MPOCTO OOHApyKeHue, a
MMEHHO pa3/IeICHUE 3TUX MOJIEKYJI 10 KJIFOUEBBIM ITapaMeTpaM.

CyuiecTByeT HECKOJBKO (PYH/IaMEHTAIIbHBIX PEKUMOB pa3/IeNICHUs, KaX bl
13 KOTOPBIX PEIIaeT CBOU 3aJa4u:

1 Tens-nponukaromas xpomarorpapus (I'TIX) /  Size-Exclusion
Chromatography (SEC) — 3o Hanbosee BaxxHbli U pacnpocTpaHeHHbI MeTo KX
JUISL aHAJM3a MoJuMepoB. Ero Takxke Ha3pIBalOT SKCKIIIO3MOHHON XpoMaTorpaduei.

Paznenenue mpoMCXOOUT MCKIIOUMUTENBHO IO pa3sMepy MAKpPOMOJIEKYJ B
pacTBope (10 X TUAPOTUHAMUYECKOMY 00bEMY). MOJIEKYIIbI HEe B3aUMOJICHCTBYIOT
C MIOBEPXHOCTHIO COPOCHTAa XUMHYECKH.

Kosionka 3amonHeHa NOPUCTBIMM TpaHyJlIamMu. Menkne MOJEKYJbl JIETKO

IMPOHUKAIOT BO BCC IMOPBI U UX ITYTh 4YCPEC3 KOJIOHKY JIMHHCC, TIO3TOMY OHHU BBIXOIAT
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no3xe. KpynHble MOJIEKYJIbl, KOTOPbIE HE MOTYT IPOHUKHYTh B MEJKHE IOPBI,
00TEKarOT TPaHyJIbl U BBIXOAST U3 KOJIOHKH MEPBBIMHU.

[Topsimok mroupoBaHUs — OT OOJIBITUX MOJIEKYJ K MaJIbIM (PUCYHOK 21).

OCHOBHOE PUMEHEHUE:

o Omnpenenenue MOJEKyJIIpHO-MaccoBoro pacnpenenenus (MMP) — sto
KJIFOUEBAsl XAPAKTEPUCTUKA IOJUMEPA, BIUSIONIAS HA €r0 MNPOYHOCTh, BSI3KOCTb,
temrepatypy iasieHus. ['TIX no3osnser noctpouts kpuByto MMP u paccunrath
CpellHeMaccoBble  MoJieKyJisspHbie Maccel  (M,, M,, M;) u wuHAEKC

nonuaucnepcHoctu (PDI);

o 3ydeHre KHHETHKU U MEXaHU3MA TIOJMMEPU3ALIH;
o KOHTpOJIb Ka4ecTBa P CHHTE3E ITOJIUMEPOB.
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Pucynok 21 — IIpumep pazaeneHus MoaucTUPONIbHBIX CTAHIAPTOB HA KOJIOHKE

PL-gel mixC (Hax nukaMu mokazaHa MOJIEKYJISipHas Macca)

2 OoOpamenno-dazoass xpomarorpadust (ODPX) / Reversed-Phase
Chromatography (RPC) — pa3znenenue oCHOBaHO Ha pa3iuyuud B THAPOPOOHOCTH
MOJICKY.

HemoasmxHas ¢aza — HemospHas (4aIie BCEro CHIIMKArelb C MPUITUTBIMH

Cig-ankunbHbiMU 1ieTisiMU). [lomBmwknas (aza — momsipHast (Boja, aleTOHUTPHII,
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MeTaHot). Menee mnoJspHble (Oonee TUAPOPOOHBIE) MOJIEKYJBl CHUIIbHEE
YACPKUBAIOTCS HEMOJISIPHOM CTAlIMOHAPHOU (Pa30il ¥ BBIXOMST MO3KE.

[Topsamox >OUpPOBaHUS: OT MOJSPHBIX K HEMOJISIPHBIM.

OcCHOBHOE PUMEHEHHUE:

o AHanu3 coctaBa comnojimMepoB. Hampumep, paszzaeneHue oIuroMepon
STHJICHOKCH/IA U IPONMICHOKCHIA B OJIOK-COMOIUMEPAX;

o Omnpenenenve  coiepKaHUsl U pAcCIpeleNieHUs  KOHIIEBBIX
(GyHKIMOHATIBHBIX TPYII;

o AHanu3 MOJMMEPHBIX 100aBOK (AHTUOKCUJAHTOB, MIACTU(PUKATOPOB,
Y ®-cTabunuzaTopoB), KOTOPBIE YaCTO XOPOIIO pazaeistorcs B OD-pexume.

o AHanu3 IpoAyKTOB AECTPYKIIHH ITOJTUMEPOB.

3 AncopOrmonHast xpomatorpadus (HopMaiabHO-(pa3zoBas XxpoMaTorpadus) —
pa3zenieHne OCHOBAaHO Ha TIONSPHOCTH MOJEKYyJl W HMX CHOCOOHOCTH K
cnenupUIeCcKUM B3aUMOJICHCTBUSAM (BOJOPOIHbBIE CBS3H, IUTIONb-TUIIOJIbHBIE).

HenmonpwxkhHast ¢aza — mnosspHas (CUJMKaresib, OKCHUJl aJIFOMUHHUS).
[ToxBuwxHast ¢aza — HemodsipHas (rekcaH, XJOpodopM) C TOCTENEHHBIM
no0aBJIeHUEM TMOJSIpHOTO MoAuduKaropa (“3onponanoi, atunanerar). [lonaspHasie
MOJIEKYJIbI CHIIbHEE YJIeP>KUBAIOTCS U BBIXOIST MO3XKE.

[Topsimok >ar0upOBaHUs: OT HETMOJISPHBIX K TOJIIPHBIM.

OCHOBHOE PUMEHEHUE:

o Paznenenve mo (yHKIMOHATBHOCTH: OYEHb MOIIHBIM METOJ IS
paszielieHUs] OJIMTOMEPOB, PA3TMYAIOIIUXCS 10 MPUPOJE KOHIIEBBIX TPYIII
(HanpuMep, THIPOKCUIIbHBIE, KAPOOKCUIIbHBIE, STOKCUIHBIE);

o AHanu3 TOMOJIOTUYECKUX PSAAOB OJIUTOMEPOB.

4 HonooOMeHHasi xpomMaTorpadusi — pas3ielieHue OCHOBAHO Ha 3apsjie
MOJIEKYI.

HemoasmxHas ¢daza COAEPKUT 3apsHKCHHBIE (YHKIIMOHAIBHBIC TPYIIIBI
(KaTHOHOOOMEHHBIC WJIM aHHOHOOOMEHHBIE). Pa3nensiorcs MOHW3UPOBAHHbBIE WIIH
MOHOTCHHBIE TIOJIUMEPHI (TTOTUAIICKTPOIIUTHI).

OCHOBHOE MPUMEHEHUE:
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o AHanu3 MNOJIMAKPUIIOBBIX KHUCIIOT, monucTtuposcynbdonatos, THK,
OEJIKOB;

L OHpC,ZIeJICHI/IG CTCIICHHN MOHHM3alluH.

Jlemexmoput, ucnonvzyemoie ¢ KX ananuze noaumepos

[TockonbKy y MOMMMEPOB YacTO HET XpoMOGOpOB, a IIaBHas 3ajgada — He
TOJBKO JIETEKTUPOBAaTh, HO M OXApAKTEPU30BaTh MOJIEKYJy, HCIOIb3YIOTCS
KOMOWHAITUN JETEKTOPOB.

1 Pedpaxkromerpuueckuii  nerektop (PUJl): yHuBepcanbHBIM, HO
MaJIOUyBCTBUTEIIbHBINA J€TEKTOp. M3MepseT u3MEHEeHHE MOKa3aTelis MpeIoMICHUs
amtoeHTa. Kpaitne Baken B [ TIX st onpenieneHnst KOHIEHTPALNH;

2  Y®-getekTop: BBICOKOUYBCTBUTENbHBIA, HO TpeOyeT  Haaudus
XpoMO(OpHBIX TPyHH B MOJeEKyje mnoiaumepa. Mcnonb3yercs majigs oOHapyKeHus
apoMaTH4eckux noaumMepoB (rmonuctupod, [19T) u mHOrMx 100aBOK;

3 Jerektop cBetopaccesnus (JIAPC / LS): nanpumep, MHOTOYTioBOE
ceeropaccessuue (MALS) — mo3BossieT aOCONIOTHO ONpPENesiTh MOJIEKYJISIPHYIO
Maccy u pasMep (paamyc HHEPUUHU) MaAKPOMOJEKYJd B KaXKIOM TOYKE
xpoMarorpammbl [TIX. He TpeOyer kamuOpoBKM MO CTaHAapTaM, HACAJIEH s
CJIOXHBIX MOJIUMEPOB (Pa3BETBIEHHBIX, AEHAPUMEPOB);

4 Buskomerpuueckuit gerexktop (BJl): u3MmepsieT XapaKTepUCTUYECKYIO
BSI3KOCTh  (pakuuii, BeIxomsuux wu3 [TIX-komonku. Ilo3Bonsier wu3yuaTh
aApXUTEKTYPY MaKpPOMOJIEKYJI (HalpuMep, ONIPEIETISATh CTENEHb Pa3BETBICHHOCTH );

5 Macc-cnekrpomerpudeckuit nerekrop (QKX-MC / LC-MS): obecnieunBaer
HAMBBICUIYIO HJICHTU(PUKAIMOHHYIO cnocoOHOCTh. [lo3BosiseT ompenenuTs He
TOJIBKO MOJIEKYJSIDHYI0 MacCy, HO M XUMHYECKYI CTPYKTYpy OJINTOMEPOB,
100aBOK, MPOJAYKTOB Pa3I0KECHUS.

CoBpeMeHHas TeHJeHIus, Habo1aeMasl B OTpaciid — 3TO MCHOJb30BaHUE

rubpuaHeix cuctem, Hanpumep, ['TIX-MALS-BJI-PU]I, kotopast mpemocraBiser
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MaKCUMaJIbHO TMOJHYI0 HMHGOpMAIMI0 O TojJuMepe 3a oAuH 3amyck: MMP,

a0COJIFOTHBIC MOJICKYJIAPHBIC MACCHI, pa3MCPhI, BA3KOCTb U apXUTCKTYPY.

Oonacmu npumenenus u peuiaemole 3a0a4u

I IlomHass xapaKTEPUCTHKA MOJEKYJISIPHO-MACCOBOTO PACHPENECIECHUS — 3TO
KJIFOUeBas 3aja4a rejib-npoHukarorieit xpomarorpaduu (I'TIX);

2 AHamu3 CONOJMMEpOB: OIPEIEICHNEe XWMHYECKOTO COCTaBa M €ro
pacnpeneseHus 1o nersaM. Mo>kHO oTaenbHo onpenenuts MMP s kaxaoro tuma
neneil B 0J10K- WM CTaT-COMOJIMMEPE;

3 KoHTponp KayecTBa W TEXHOJOTHMYECKHW KOHTPOJIb: MOHHUTOPHUHT
KOHBEPCUU MOHOMEpPA, HapacTaHUs MOJIEKYJIIPHON MAcChl B IPOLIECCE CUHTE3A,

4 AHamM3 NONMMEPHBIX J00ABOK: KOJMYECTBEHHOE  OIpPEACIICHHUE
AHTUOKCUIAHTOB, CBETOCTAOMJIN3aTOPOB, MEPBUYHBIX AMHHOB B 3MOKCHIHBIX
CMOJIax H T.[I.

5 HccnenoBanue KOHIIEBBIX TPYHIL: ONPEACICHUE IMPUPOJBI U KOJIMYECTBA
KOHIIEBBIX (PYHKIIMOHAJIBHBIX TPYII, YTO KPUTUYHO JJISl PEAKLIMOHHOCIIOCOOHBIX
OJINTOMEPOB;

6 M3ydenue ctapeHus U IeCTPYKIUU: aHanu3 u3MeHenuss MMP (manpumep,
€ero yMeHbllleHue IMpu (OTO- WIM TEPMOOKHUCIUTEIbHON JECTPyKUUHU) U

UAeHTUUKALMS TPOAYKTOB pacnaja.

Hpumep RPpAKMUUE€CKO20 NPUMEHECHUA

Ilepen uccnemoBaTeneM CTOMUT 3ajadya OXapaKTEPHU30BaTh HOBBIM 00pasell
conosiumepa nojunakruaa (PLA) u nonmurnukonuaa (PGA).

B xone ananuza uccieaoBaTeneM MPUMEHSIETCS KOMIUIEKCHBIN MOXO/;

I TTIX-MALS-PUJl c 1nenso ONpeaeauTbh MOJEKYISIPHO-MACCOBOE
pacrpeseneHrie U abCOJIIOTHBIE MOJICKYJIIPHBIE MAcChl 0€3 BIUSHUS XUMHYECKOTO

cocCTaBa.
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B pesynprare nomyuaem kpuByro MMP, 3nauenus My, M,, PDI.

2 O®-KX-MC ¢ rpagueHTHBIM 3IIOMpPOBaHUEM (BOJa / allETOHUTPHII) C
HENbI0  Pa3feluTh OJIMTOMEpPHbIE (PpakuMU 1O XUMHUYECKOMY COCTaBYy
(cootHomenuto LA/GA) u uneHTuuIpoBaTh ux.

B pesyinbrare XxpomMarorpamMma noKa3blBa€T CEPUIO TUKOB, COOTBETCTBYOLIUX
oJluromMepam ¢ pasHbiM conepxkanueM LA u GA. Macc-cnekTpoMeTp onpenenser
TOYHYIO MACCy KaKI0ro MUKa, MOATBEPHKIAsl ETO COCTAB.

Cosmemass gannbie [TIX (pazmep) u OD-XKX-MC (cocraB), MOKHO
MIOCTPOUTH JIBYMEPHOE pACHpEEICHUE [0 MOJIEKYJISPHOM Macce U MO
XUMHUYECKOMY COCTaBY.

B pesynbrare nmpoBEeIEHHOTO aHajiu3a HMCCIENOBATEIb JENAET BBIBOJ, UTO
METOJI IO3BOJISIET HE MPOCTO YCPEAHEHHO 0XapaKTEPU30BATh COMOJIUMED, a YBUIETh
BCIO €0 CIIOKHYIO T€TepOreHHOCTh: €CTh JIM B 00pa3ue (ppakiuu, oOOramieHHbIe
OJIHUM W3 MOHOMEPOB, KaK COCTaB MEHSAETCA C JUIMHOW LEMHU U T.JI.

Takum o00pa3om, KuAKOCTHasE Xpomartorpadus — 3TO HE3aMEHUMBIM
WHCTPYMEHT Uil  yDIyOn€HHOM XapakTepucTuku mnoiaumepoB. Ecmm HUK-
CIEKTPOCKOMMS OTBEYaeT Ha Bompoc "Uto 310 3a nonumep?", a nuponusHas ['X —
"3 wyero oH cocrout?", Tto BOXX, m ocobenno ITIX, orBewaer Ha
bynnameHTanbHble  Bompochkl "Kakoro oH pasmepa M Kak 3TH pa3Mepsl
pacnpenaenensl?" u "OauHAKOBBI JIM BCE LIETH IO XUMU3MYy ?".

brnaronapsi cBoell cOCOOHOCTH pa3lEesTh MAKpOMOJIEKYJbI 1O pa3Mepy,
XUMUYECKOMY cocTaBy #  (yHknuoHamsHOoCTH, BOIXX  mpemocraBuser
nH(MOpMAIUIO, KPUTUYECKU BXKHYIO JIJISl IPOTHO3UPOBAHMS CBOMCTB TTOJMMEPHOTO

Marcpuajia, OITUMHU3alUN €TO CHHTE3a U obecrieueHus CTaOMIBHOIO KavyecTBa.

2.3 ToukocaoiiHasa xpomatorpapusi

HKOCJIOMHAasg Xpomarorpadus — 9TO KJIACCHMYECKHH, MPOCTOM H
TonxkocioiHa omarorpa TCX 9TO KJIACCUYECKHM, MPOCTO
OBICTPBIA XpoMaTorpapuyecKuid METOJl, KOTOPbIA HaXOAUT CBOE, XOTs U Oosee

y3K0€, MPUMEHEHHE B aHATTN3€ MOTUMEPOB. B 110Xy BBICOKOA()(PEKTUBHBIX METO/I0B
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(BOXKX, TIX) TonkocimoiiHas xpomartorpadusi OCTaeTcsi HE3aMEHUMBIM
WHCTPYMEHTOM JIJIs1 PEIIeHUs] KOHKPETHBIX 3a7a4, OCOOCHHO Ha CTaJ Uy CKPUHMHTA
U OBICTPOTO KOHTPOJISL.

EE€ rmaBHbIE TpenMynIecTBa — IEIEBU3HA, CKOPOCTh U BO3MOKHOCTh aHAIN3a
HECKOJBKHX 00pa3lioB OJHOBPEMEHHO.

B merome TCX pa3zpeneHne NpOUCXOMUT HA IUIOCKOM CJIO€ COpOeHTa
(OOBIYHO CHJIMKAreidb WJIM OKCHJ aJIIOMUHHUS), HAHECEHHOTO Ha CTEKJISHHYIO,
AIFOMUHUEBYIO WJIM TUIACTUKOBYIO IUTACTHHKY (PUCYHOK 22):

o HenonsmwxHas ¢aza: COpOCHT Ha TUIACTUHKE;

o [TonBmxHas ¢aza (AMIIOEHT): MOIXOIAIIAs CMECh PacTBOPHUTENEH,

KOTOpasd IOAHUMACTCA I10 INIACTUHKC 3a CUCT KAIIWJIJIIPHBIX CHIIL.

MogBuxHasa dasa

MecTo
HaHeceHusd
/o6pa3u,a
OOO ]
HenoasuxHas
% _____<r“' ¢a3a e =
O .
OO0
®OpOoHT b
pacTBopuTens
B KOHLE
pasgenexus ‘ .
. R=alb
\“n- — — — - -J'—

Pucynok 22 — TonkocnoitHas xpomaTtorpadus

Hp06bl HAaHOCATCSA TOHKUMHU IIITHAMU Y OCHOBAHUA ITINIACTHHKH. [InacTunka

noMemacTca B KaMepy C HEOOJBIINM KOJMYECTBOM DJIIOEHTA. OJIIOCHT
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IIOJIHUMAETCSl BBEPX, pa3leisisd KOMIIOHEHTBI CMECH B 3aBUCHMOCTHM OT HX
Pa3IMYHOTO CPOJICTBA K HEMOJABWKHOM (pa3e U moaBMKHOM (asze.

KirroueBoli MOMEHT AJI1 aHaIM3a IOJIMMEPOB: IIPSIMOE PA3ACICHUE CaMHUX
IIOJINMEPHBIX Lenel 1Mo MojekyasapHord macce Ha TCX mpakTHYeCKH HEBO3MOXKHO
U3-3a UX pa3Mepa U HU3KOW NoJBHKHOCTH. [ToaTOMy ocHOBHOE nmpumeHeHue TCX
B IIOJIUMEPHOM aHAIU3€ COCPEIOTOYEHO HA COIYTCTBYIOIIUX BELIECTBAX U

MPOYKTax MpeBpalIeHUH.

Knioueevle npumenenus moHKOCI0UHOU Xpomamozpaguu 0131 anaiusa

nojiumepos

I KonTponp Xoma peakuud NOJMUMEPU3ALMU — 3TO OJHO U3 CaMBIX
pacripocTpaHeHHbIX mnpuMmeHeHud. TCX wuaeanbHO MOAXOAUT JJisi OBICTPOTO
MOHUTOPHUHIA NOTPEOJIEHUSI MOHOMEDPA B PEAKIIMIOHHON CMECH.

[TpoOb1 0TOMparOTCs U3 PEaKIIMOHHON MAacChl B pa3Hbie MOMEHTHI BPEMEHH.
Kamns peakimoHHoil cMecu (Wiau ee pa30aBICHHOrO pacTBOpa) HAHOCUTCS Ha
craproByto JmHUIO TCX-mnmactunku. Psgom HadocuTcs oOpaser 4YucToro
MOHOMepa (3TaJoH).

[Io mepe MpoOXOXKAEHHS pEaKIUU MATHO MOHOMEpPA HAa XPOMATOIpaMMe
YMEHBIIIAETCS B HHTEHCUBHOCTH WM IOJHOCTBIO HMCYE3AET, 4YTO BU3YAIbHO
yKa3bIBa€T Ha €ro morpediieHHe. DTO MO3BOJSET OBICTPO OMPEAEIUTh MOMEHT
3aBEpUICHUS MTOJIMMEPHU3aUH 0€3 UCII0JIb30BAHUS CI0XKHOTO 000PYAOBAHMSL.

[IpumepamMu MPUMEHEHUSI MOTYT CIY>XUTh: KOHTPOJb IOJUKOHACHCAIUU,
paJvKaIbHON MOJIMMEPHU3ALMU aKpUIIATOB, CTUPOJIA.

2 Awnamu3z omuromepoB — TCX xopomo NOAXOAUT MJisl pa3AesieHUs
HU3KOMOJIEKYJISIPHBIX OJIMTOMEPOB (C CTEeNEeHbI0 ouMepu3anuu 10 ~10-20).

Onuromepsl pa3HOM JUIMHBI UMEIOT Pa3HYI0 MOJBHKHOCTH B CHUCTEME
pactBopureneii. MokHo Habmonath "JAECTHHIY'" TSATEH, KaXI0€ W3 KOTOPBIX
COOTBETCTBYET OJINTOMEPY C ONPEECICHHBIM YUCIOM MOBTOPAIOIINXCS 3BEHBEB.

[Ipumepsl npuMeHeHNUS:
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o Omnpenenenre ynciaa OIUTOMEPHBIX (QPAKIUil U UX YUCTOTHI,

o CpaBHEHHE COCTAaBOB pa3HbIX MApPTUH OJIMTOMEPOB (SIOKCHUIHBIE
CMOJIbI, TOJIMA(PUPHI, TOJIMYPETAHOBBIE TTPETIOTUMEPHI);

o UccnenoBanrie  (QyHKIMOHAIBHOCTH:  OJIMTOMEPHI C  Pa3HbIMU
KoHIleBbIMU rpynnamu (Hampumep, OH- u COOH-) OyayT uMeTh pa3Hylo
MOJBMXKHOCTD M pazaensathcsa Ha TCX.

3 AHanu3 ¥ KOHTPOJIb YUCTOTHI MOHOMEPOB U HHULIMATOPOB: MEPE CUHTE30M
KPUTHUYECKU BXKHO MIPOBEPUTH YUCTOTY UCXOJHBIX PEareHTOB.

JlomyctM, HEOOXOAMMO OOHApYXKUTh COJACpPKAHME HHTUOUTOPOB B
MOHOMepax (Hanpumep, TMAPOXMHOHA B aKpUJIaTaX ) UJIM PUMECEN B UHULIUATOPAX.
Jlis aToro obpasen; MOHOMEpa HAHOCUTCS Ha MIacTUHKY. [locne pa3BuTHs MATHO
MHTUOuTOpa (KOTOPOE OOBIYHO OOJIee MOJIIPHO) OyACT HAXOAUTHCS OJIHKE K PPOHTY
pacTBopuTelid, a MNATHO MOHOMEpa — Janblie. VX MOXHO BHU3yalUu3UpPOBATH
pa3zenpHo.

4  HWnentudukamuss W aHaIU3  TOJUMEPHBIX  J00aBOK. MHorue
HU3KOMOJIEKYJISIPHBIE 100aBKHU (aHTHOKCH/IAHTHI, Y ®-cTabunuzaTopsl,
1aCTU(PUKATOPBI, POTOMHUIIUATOPHI ) JIETKO OTIAEISAIOTCA OT MOJIUMEPHONU MaTPHULIBI
¥ MOTYT OBITh IPOAHATM3UPOBaHbI ¢ moMoIibio TCX.

JIns  nOpoBeneHUsT aHaIM3a OJIUMMEpP pacTBOPSIOT B MOAXOASIIEM
pacTBopuTenie, a J00aBKU IKCTPArupyroT. DKCTPaKT HaHOCAT Ha TCX-IJIaCTUHKY.

Hanpumep, Takum criocoboM MOMXHO MPOBECTH Kaue€CTBEHHOE OIpe/iesieHUe
pa3NUYHBIX AHTUOKCHUJAHTOB (Hampumep, Irganox 1010, Irgafos 168) B
nonuonepunax. IlosBneHue mnsATeH ¢ omnpeaeneHHbIMU Ry (koaddunmrentom
3ama3pIBaHusl) TMO3BOJSET WJICHTU(PHUIMPOBATH J00aBKY TP CpPaBHEHUU C
ATAJIOHOM.

5 HccnenoBanue NpOOyKTOB NECTPYKUMU M cTapeHus nojaumepos. [lpu
CTApEHUU TOJUMEPOB YaCTO OO0pa3yloTCid HU3KOMOJEKYJSPHbIE MPOAYKTHI
OKHUCJIEHUS, TUAPOIU3a U T. 1.

Hampumep, tpebyercs o0OHApYXHUTh TMOSABJICHHE KapOOHOBBIX KHUCIIOT,

AJIbACTUAOB, KETOHOB U JAPYIUX IMOJAPHBIX COCJII/IHGHI/II\/'I Ha ITOBEPXHOCTHU HJIK B
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o0beMe monumepa. JlJis STOTO NOJMMEPHYIO IUICHKY WJIM SKCTPAKT C €€
noBepxHocTu aHanu3upyroT Ha TCX. TlosiBineHre HOBBIX MSATEH MO CPABHEHUIO CO

CBEXHMM 00pa3lioM YKa3bIBa€T Ha MPOAYKTHI JIErpaalyi.

Iloozomoeka npo6 u nposedenue ananuza

1 DxcTpakiust — MOCKOJBKY MOJUMEP HE ABUIKETCS MO IUIACTUHKE, 1IEJIEBBIE
aHaMUTHl (MOHOMEpHI, TOOABKH) HEOOXOAUMO TIEpeBeCTH B pacTBop. [lommumep
pacTBOpAIOT, a 3aTeM OCAXJAlT B '"HECONbBATHPYIOIIEM' PpPACTBOPUTEIE
(Hampumep, OCa)x/IeHUE MOJUCTUPOJIa B METAHOJIE), YTOObl aHAJINUTHI OCTAJIUCH B
pactBope. JInbo npoBoAsT TBepA0ha3HYIO IKCTPAKIIUIO;

2 HaHeceHue — IIOJYYEHHBIM pPACTBOP KOHLEHTPUPYIOT M KAWLIIPOM
HAHOCST Ha cTapTOBYIO JUHUIO TCX-IIacTuHKY;

3 Pa3BuTHe — MJACTUHKY MOMEIIAIOT B Kamepy, HACBILIEHHYIO MNapaMu
pactBopuTena. CocTaB 3JI0O€HTa MOJOMPAETCS HKCHEPUMEHTANIbHO (Hampumep,
TeKCaH/3TUIAlETaT B Pa3HbIX COOTHOIICHUSIX JIJIsl aHAIN3a 100aBOK);

4 Busyanuzanus — 3TO KJIFO4EeBOU 3Tall. Mcrosib3yroTesl pa3andHble METO/IbL:

o Y®-ceer (254 uM): nans  BEHIECTB, COAEpKAIUX XpOMOGOPbI
(apomatuyeckue konapua). Ilnactuaka ¢ Y®-uHaukaropoM OyneT CBETUTHCS
3eJIeHBIM, a MsATHa noriouaronmx Y ® BeuiecTB OyAyT BUAHBI KAaK TEMHBIE;

o PactBop itoa: mapsl iioga copOUPYIOTCS OpraHMYECKUMHU BEILIECTBAMU,
OKpallliBasi MX B EITO-KOPUYHEBBIM LIBET. YHUBEPCAIbHBII, HO OOpaTUMBIi
METOJ;

o CepHass  kuclioTa C  MOCJHEAYIOIIMM  HarpeBaHUEM:  CaMbIid
yHUBEpcalbHbId U "xkecTkuil" meron. OpraHuyeckue BellecTBa OOYIJIMBAIOTCA,
HOSIBJIAIOTCS YyepHble msiTHa. HeoOpaTumo;

o Crneunduueckue  MOpOSBUTENU:  HANPUMEP,  HUHTUAPUH  JUIS

aMUHOTPYTIIN, TUOKCU MapraHiia s (eHOJIOB U T.I.
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Ilpeumywecmea u neoocmamku TCX ¢ ananuze noaumepos

Cpenu npenMynecTB MOKHO BBIACIUTD CIAEAYOIIHE (PAKTOPHI:

1 CxopocTts: ananu3 3anumaet 10-30 MUHYT;

2 JlemeBu3Ha: 00OOPY/IOBAaHHWE W PACXOJHBIE MATEpPHABI UMEIOT HU3KYIO
CTOMMOCTB;

3 IlapamienbHOCTh: Ha OJHOM IUJJACTUHKE MOYXHO OJHOBPEMEHHO
aHanu3upoBaTh 10 10-15 06pa3mnoB u 3TaIOHOB;

4 HarnsimHOCTh: BCE€ KOMITOHEHTHI 00pasiia BUAHBI HA OJIHOM TUIACTUHKE;

5 Manoe xonndecTBO o0pa3ia: TpeOyITCsI MUKPOJIUTPBI IPOOHI;

6 I'uOKOCTh B BBIOOpE SJIIOEHTA: MOXKHO OBICTPO TECTUPOBATH Pa3HBIC
CHUCTEMBI PACTBOPUTEIICH.

W3 HEe1oCTaTKOB M OTPaHUYECHHUI MOKHO BBIIETUTH CleayIOIuUe (haKTOPhI:

1 Hwuskoe paspemenue: mo cpaBHeHuto ¢ BOXKX pasnenenue menee
3¢b(HEeKTUBHO;

2 TlosyKONMYECTBEHHBIM XapaKTep: TOYHOE KOJUYECTBEHHOE OIPEACICHUE
3aTpyAHEHO;

3 OrpaHWYeHHBIA AWANA30H AHAJIWTOB: MNPUMEHMMA B OCHOBHOM JIJIA
HU3KOMOJIEKYJISIPHBIX KOMITIOHEHTOB MOJUMEPHBIX CUCTEM;

4 TpyaHocTH ¢ BOCHPOHU3BOAMMOCTBIO: 3aBUCUT OT TE€XHUKH HAHECEHHS,

HACBIILIEHHOCTH KaMephl U IPYTUX PYUYHBIX (PAKTOPOB.

Hpumep RPpAKMUUE€CKO20 NPUMEHECHUA

Ilepen wuccnemoBareneM CTOMT 3ajada MpPOBEPUThb, TMOJHOCTBIO JIU
npopearupoBajl ~ MOHOMED metuiamerakpwiar  (MMA) B oOpasiie
nonuMmetunmerakpunata (IIMMA) uepes 4 yaca nociie Hayana CUHTE3a.

B xoje ananmza mpou3BOJATCS CIEAYIOIIUE ONEpaIiu:

1 IToaroroBka mpo6: 6epyT HEOOBIINYIO MTPOOY U3 PEaKTOpa, PaCTBOPSIOT €€

B arertone. lleHTpudyrupyroT wim ocaxkgaloT TOJUMEp B METaHOJe, YTOOBI
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OTIEIUTh KUJKYI0 (ha3y C MOTEHIUATbHO HENPOpPEarupoBaBIIMM MOHOMEPOM.
Kunkyto dazy (cynepHaTaHT) KOHIIEHTPUPYIOT;

2 IlpoBenenne TCX: Ha TCX-IUIACTUHKY C CUJIMKAreJIeM HAHOCAT:

o [IatHo 1: KoHLIEHTpUpOBaHHBIA CyNIEpHATAHT U3 PEAKLIMOHHOW CMECH.

o [TstHO 2 (3Tanon): PactBop uncroro MMA.

[InacTUHKY  HOMEaloT B KaMepy €  DJIIOEHTOM  (Hampumep,
rekcan:yTunaneTat = 4:1). XKayt, korna GppoHT pacTBOpUTENS TOJTHUMETCS TOYTH
710 Bepxa IMIacTUHKU (~15 MuH). 3aTeM IIACTUHKY BBICYIIMBAIOT M MOMEIIAIOT B
Kamepy € rmapaMu 1oja.

B pesynbrare aHanuza yCTaHOBJIEHO, YTO B STAJIOHHOM ISTHE (2) BUAHO
YEeTKOE JKEITO-KOpuuHeBoe NATHO MMA; B msatHe mpoOsl (1) Takoe ke MATHO
OTCYTCTBYET WJIM UMEET OYE€Hb CIa0yI0 MHTEHCHUBHOCTb, YTO MO3BOJISET CIEIaTh
BbIBOJI: MOHOMEP MMA npakTHYeCKH MOJIHOCTHIO TPOpearupoBal, peakius 0insKa
K 3aBEPIICHHUIO.

Takum 00pazoM, TOHKOCTIOMHAS XpoMaTorpadusi — 3T0 MOUTHBIM HHCTPYMEHT
JUIsL CKpUHHMHTA U OBICTPOro KOHTPOJI B 0OsiacTu mosnMepoB. OHAa HE 3aMEHSET
BOXX wm I'X 118 TOYHOrO KOJMYECTBEHHOIO aHaiv3a W ONpeAeIICHUA
MOJIEKYJIIPHO-MAacCOBOT'O PACHPEEICHUS, HO SBJIIETCS HE3AMEHUMBIM 'TIEPBBIM
niarom' aHanmusa.

Kitouesast ocobennocts TCX — B cmocoOHOCTH OBICTPO, ICIIEBO U HATJISITHO
JlaTb OTBET Ha KOHKpeTHbIe Bompockl: "Ocranca nu MoHomep?", "Uuct am 3TOT
onuromep?", "l[IpucyrcTByeT i B 00pasiie Hyx)Has ao6aBka?". Oto nenaer TCX
BaXXHBIM METOJIOM B JJAOOpAaTOpHUSIX CHUHTE3a M KOHTPOJSI KauecTBa MOJUMEPHOMN

MPOTYKIIHH.
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I'maBa 3. I'mOpuanHbie MeTOABI HAa TMPUMEpPe XPOMATO-MACC-

CIIEKTPOMETPHH

Xpomato-Macc-criekrpomeTpust (XMC) — 3T0 THOpUIHBIN aHATUTUYECKUMA
METOJI, OOBEIUHSIONINI pa3aeISIIONIyI0 IPeUMYIIecTBa Xpomarorpaduu ¢ mMacc-
CIieKTpoMeTpuen. [l aHanusza MOIMMEPOB 3TO OAMH M3 CAMBIX MOUIIHBIX U
WH(OOPMATUBHBIX METOJIOB, TIO3BOJISIIONIMI 3arjisHyTh B CaMyl0 CyTh HX
MOJIEKYJISIPHOTO COCTaBa U CTPYKTYPHI.

B KoHTEKCTE MOoJIMMEpPOB UCTIOIB3YIOTCS JIBE OCHOBHBIE THOPUTHBIE TEXHUKU:

1 TazoBast xpomaro-macc-cnekrpometpus (I'X-MC);

2 KunkoctHas xpoMaro-mMacc-cnekrpomerpus (KKX-MC).

MK

. Cuctema
- e B
Xpomartorpac + MOHHbIN N Macc > [etektop 06paboTKM
NCTOYHUK aHanusartop EEB
| [ T

Cuctema
BaKyyMUpOBaHUs

Pucynok 23 — Cxema OCHOBHBIX Y3JI0B XpPOMaTO-MaCC-CIIEKTPOMETPA

[Tpunimn pa®oTel THOPUIHON CHUCTEMBI MOXKHO TMPEACTABUTH CIICAYIOIIUM
obpasom (pucyHok 23):

1 Xpomarorpaduueckasi cragusi — CIOXKHAsI CMECh BEIIECTB pa3JeisieTcsl B
xpomaTtorpaduueckoil KoJIOHKE (Ta30BOM WJIM >KUJAKOCTHON) Ha OTIEJbHbIC
KOMIIOHEHTBI, KOTOPBIE BBIXOJAT (AJIOUPYIOTCS) B Pa3HOE BpEMS;

2 Tlepenava npoObl — pa3/ieIieHHbIE KOMIIOHEHTHI HANPSIMYIO MEepeatoTCs B
HMCTOYHUK MacC-CIEKTPOMETPA;

3 MaCC—CHeKTpOMeTpI/I‘-IeCKaH cragusi COCTOUT M3 HCCKOJIbKHNX OTallOB:
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o Nonunzanus: MoJIeKyIbl KOMIIOHEHTa MOHU3UPYIOTCS (MPEBPAILAIOTCS B
3apsKEHHBIE YaCTHUIIbI);

o Pa3nenenue mo macce: MOHBI PAa3fEisIOTCS B MacC-aHAJIU3aTope IO
COOTHOIICHHIO MAacCChI K 3apsay (m/z);

o JleTeKkTUpOBaHUE: JIE€TEKTOP PETUCTPUPYET KOJUYECTBO HOHOB C
KQKJbIM 3HaUYE€HHUEM m/z, CO3/1aBasi MacC-CIIEKTP — YHUKAJIbHBIN ""MOJIEKYJISPHBIN
oTHe4aToK" BElIECTBA.

KiroueBoe npenmyIecTBO METO/1a 3aKI0YAETCSl B TOM, YTO OH OTBEYAET HE
TOJIBKO Ha BOTIPOC "CKOJIBKO 3TOTO BemecTBa?" (xpomaTtorpadwus), HO 1 "9TO 3TO 32
BelIecTBO?" (Macc-CIIEKTPOMETPHS).

[TockoJIbKY TONMMMEpPBI HEIETYYH, UX NpsAMOM aHanu3 ¢ nomoubio ['X-MC
HEBO3MOXEH. [103TOMY KITFOUEBOM TEXHHUKOM 3/I€CH SIBIISIETCA MUPOJIM3HAS ra30Bas

xpomato-macc-crekrpomerpust (ITup-I'X-MC).

Huponusnasn zazoeasn xpomamo-macc-cnekmpomempus (Ilup-I'’X-MC / Py-

GC-MS)

O6pazenr momumepa (~0,1-0,5 ™r) mnoaBepraercsi KOHTPOJIUPYEMOMY
TEPMUYECKOMY  pa3lioKeHHI0 (TMUpOJIu3y) B HMHEPTHOM atMocdepe mpu
temneparypax 500-800°C. IlomumepHble 1enu OECHOPSIOYHO Pa3pbIBAKOTCA,
oOpa3ysi cTaOWiIbHBIE JIeTy4dhe (parMeHThl, KOTOPBIE 3aTeM AaHAIU3UPYIOTCS
merogom I'X-MC.

JIaHHBIM METOJIOM MOYKHO HJICHTHU(DHUITMPOBATh HEU3BECTHBIN MOJUMED, T.K.
MPOYKThI MUPOJIN3a YHUKAIBHBI JISI KAXKIAO0TO MOJIMMEpPa, HalpuMep:

o [IMMA: naet moutu 100% BbIXO1 MOHOMEpa (METUIIMETAKPUIIATA);

° [Tomuctupon (PS): maer wmonomep (ctupon), aumepsl (1,3-
T EHUITIPOTIaH) U TPUMEPHI;

o [Tommuatunen (PE): naeT roMosoruuHblil psj ankaHoB U ankeHoB (Co-

Ca0);
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o [MomuBuaunxnopuny (PVC): Xapakteprno Beigenenne HCl u
apoOMaTUYECKUX COETUHEHMM (O€H30J1, TOIYO0);

o OmnpeneneHue coctaBa COMOJIMMEPOB. MOXHO HE TOJIBKO YCTAHOBHUTH
dbakT comoJMMepU3aNK, HO ¥ KOJWYECTBEHHO OIPEACIUTh COOTHOIICHHE
MOHOMEpPOB M JlaXke TMOCIEA0BATEIbHOCTh HMX COeIUHEHUs (OJIOK-COMOoNIUMeEp,
CTATUCTUYECKUN COMOJIUMED U T.1I.);

o N3yuenue MUKpOCTPYKTYphl. Hampumep, pazinueHrue aTakTHYecKoro,
U30- U CUHJAMOTAaKTUYECKOTO MOJIUIPONUIIeHA MO MPO(UIIIO MPOAYKTOB MUPOIIHU3A;

o OO6HapyKeHHUE CIAEAOBBIX MPUMECEN U aHAIHM3 CIOKHBIX MOJTMMEPHBIX
cMecel (Hampumep, MIaCTUKOBBIX OTXOOB).

Taxke METOIOM MOXHO MPOBOJUTH MPSIMOM aHaIu3 JETYyYUX BEIECTB,
MUTPUPYIOIIUX M3 ToJMMepa, 0e3 ero paspyuieHus. Vcnonap3yroTcss TEeXHUKHU
"xencneiic" (ananu3 mapoBoit gazbl HaJ 00pa3IOM) WM TEPMOIECOPOITHSI.

Tumnossbie peIIacMBbIC 3a1a49n:

o OmnpeneneHre OCTaTOYHBIX MOHOMEPOB (CTHPOJIA, BUHWIXJIOPU[A,
aKpUJIaToOB);

o AHanu3 neTy4ux 100aBOK, paCTBOPUTEEH U MPOAYKTOB CTAPEHNUS;

o KoHTposib MHUrpanuu BEIIECTB U3 YMAKOBKUA B MHUILEBBIE MPOIYKTHI

(MoaeIpHBIC UCCICIOBAHMSA).

Kuokocmnan xpomamo-macc-Cnekmpomempun 013 ananusza noaumepose

(KX-MC)

KX-MC wuneanbHO MNOAXOAWT JUIsi aAHAINW3Aa HEIUIAaBKUX UM HEIETy4YuXx
KOMITOHEHTOB IMOJIUMEPHBIX CUCTEM, KOTOPBIEC HEJB35 UCCIIEI0OBATh ¢ ToMoIIbo ['X-
MC. OcHOBHBIE TPUMEPHI TPUMEHEHHUS:

1 AHanu3 moJIMMEpPHBIX J0OABOK — 3TO OJHO M3 CAMBIX BOCTPEOOBAHHBIX
IPUMEHECHUN B MIPOMBINUIEHHOCTH. [lommMep pacTBOPSIOT WM 3KCTParupyrorT

MOAXOMSIIUM pacTBoputenieM. [lomydeHHBI SKCTpaKT, conepKamuid J00aBKH,
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aHanu3upyroT ¢ nomoubio XKX-MC, yanie Bcero B oOpanieHHO-(pa30BOM peKruMe
(OD-KX-MCO).

Tumnosble pemaeMple 3a1a49n:

o WNnentuduxanuss © KOIUYECTBEHHOE OIpeNeTeHHEe aHTHOKCHIaHTOB
(mampumep, Irganox 1010, 1076), cBeTocTabunuzatopoB (Hanpumep, Tinuvin 770),
aHTUIMPEHOB, MIaCTU(PUKATOPOB;

o Kontpons pgerpamanmu  a00aBOK B mpolecce NepepaboTKu U
AKCILTyaTally MoJuMepa.

2 XapakTepuCTUKa OJIMTOMEPOB M IOJIMMEPOB C HU3KOM MOJEKYJIPHOM
maccoil — XKX-MC no3BosiieT HampsIMylo pasleisTh OJUTOMEPBI U OINPEAEIATh
MOJIEKYJISIPHYIO Maccy Ka)KI0ro OJIMTOMEpa B CEPUH.

Turnosble pemaeMple 3a/1a4u:

o Onpenenenue MOJIEKyIsIpHOM Macchl 1 MMP 17151 omuromepos;

o VYcTaHoBIeHHE CTPYKTYpbl KOHIEBbIX Tpynn. Ilo pa3Hune B macce
MEXIY COCEOHUMH OJIMTOMEpaMH (Macca IOBTOPSIOLIErOCsS 3BE€HA) M Maccou
MOJIEKYJISIPHOTO MOHA MOXKHO ONpeNenuTh npupoay konuessix rpynn (H/OH, NH:
U T.J.);

o AHanu3 coctaBa conoanuMepoB. MOKHO BUJETh OJIMTOMEPHBIE CEpUH,
NpUHAAJIEKAIINE PA3HBIM TOMOMOJIMMEPaM HIIA COMOJIUMEPAM C Pa3HbIM COCTABOM.

3 AHanu3 npoyKTOB Jerpajlaliii, JECTPYKIIMU U CTAPSHUS — MPU CTAPCHUU
(tepmo-, oTto-, TUAPO-) B MOJUMEpPe OOpa3yrOTCsS HOBBIC, YACTO MOJSPHBIE U
HeJIeTy4ne COeTUHEHUS (KUCIIOThI, IEPEKUCH, MPOTYKThI CLIMBAHUS).

TumnoBble pemaeMble 3a1a4u:

o Nnentudukanuss mpoayKTOB OKUCIEHUS (Hampumep, KapOOHOBBIX
KHUCJIOT IPU OKUCIIEHUU MOJINO0JIe(hUHOB);

o N3yuenune MexaHuzMa ruapoiu3a (Hampumep, ONpeneieHue

TepedTaraeBOil KUCIOTHI U ATUJICHIJIMKOJIA ITpU Tusiposuse [[DTD).
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Kniouegvie acnexkmot macc-cnekmpomempuu onsa nojumepoe

[lepBbIM KJIIOYEBBIM AaCIIEKTOM MAacCC-CIIEKTPOMETPUU Il  MOJUMEPOB
SIBJISFOTCSL METO/Ibl MOHU3AIUU:

Hnsa I'X-MC: »snexkrponnass uonm3zauust (EI), xotopas nmaer Oorartbie,
BOCIPOU3BOJAUMBIE MAaCC-CHEKTPHI C OOJIBIIUM KOJHUYECTBOM (PparMeHToB, YTO
MO3BOJISIET MPOBOAUTH MOUCK MO CTAaHJAPTHBIM OMOJIMOTEKAaM CIIEKTPOB;

s KX-MC:

o Onextpopacnbuienue (ESI): naeaneH ais MONSPHBIX MOJEKYJ, 4acTo
naet MoJiekysspHble noHbl [M+H]" nnu [M+Na]*. [1o3BonsieT Habm01aTh 1EbIC
OJIMTOMEPHBIE paCIpECIICHHUS;

o Xumuueckas nonuzanus npu armochepnom aasnennn (APCI): mydime
MOJIXOJIUT ISl MEHEE MOJISIPHBIX COCIMHEHUM (MHOTHE TOOABKH);

o Nonuzanus nazepuoit aecopomueit/marpureit (MALDI): xotst 310 He
XpOMAaTO-MacC-CIIEKTPOMETPHS, 3TO KIIOYEBOM MeToxd s omnpeneneHus MMP
nonumMepoB. OH JaeT YETKUE MUKU ISl KaKJIOTO OJIMTOMEPA, YTO MO3BOJIIET TOUHO
ONPEAENHUTHh MOJIEKYJISIPHYIO Maccy.

BTOoppiM KIIIOUEBBIM aCIIEKTOM MAacCC-CIIEKTPOMETPUM ISl  MOJMMEPOB
ABJISIFOTCS] CAMU MACC-aHAIU3aTOPbI, CPEIU KOTOPBIX MOKHO BBIJEIUTH:

o KBagpynonbHble:  HaJeXKHbIE,  HEOOpPOTHME,  MOAXOASAT IS
KOJIMYECTBEHHOTO aHAJIN3a;

o C MOHHOU JOBYIIKOM: MO3BOJISIOT NPOBOAUTH MS" (MHOTrOCTaAMIHYO
MacC-CIEKTPOMETPHIO), UYTO TMOJIE3HO ISl ONPEAEICHUS] CTPYKTYPbl HEU3BECTHBIX
COCIMHCHMI;

o Bpemsmnponerasie (TOF): o0ecreuynBarOT BBICOKYIO TOYHOCTH
U3MEPEHHsI Macchl (10 5 3HAaKa MOCHEe 3aIlATOi), YTO I03BOJISIET OMNPEEIATh
AJIIEMEHTApHbIA CcOCTaB HMOHOB. KpUTHYECKM BakeH I UIECHTU(DUKAIUU

HCU3BCCTHBIX COGI[I/IHGHI/II‘/JI.

72



Ilpumep npaxmuueckozo npumenenus

[lepen wuccnemoBareneM CTOUT 3adada HMACHTU(GUIUPOBATH TMPUUHHY
HOSIBJICHUSI HENPUATHOIO 3alaxa y HOBOIO IUIacTUKOBoro wusaenuss u3 ABC-
IIACTHKA.

B xoxe anammza c¢ wucnosnb3zoBanueM ['X-MC mnpousBoIdT cleayrouye
orepanuu: odpasell IUIacCTUKa MOMEIIAI0T B T€pPMETUYHbIN (PJIAaKOH U HarpeBaroT
npu ymepeHHoi temrepatype (80-100°C). Jleryuue BeniecTBa, OTBETCTBEHHBIE 32
3amax, nmepexonudar B mapoBylo a3y (TtexHuka "xezacmeiic"). 3arem mapoBas (asza
aBTomMaTu4ecku BBoauTcs B uHkekTop I’ X-MC. B pesynbraTe Ha XpomaTorpamme
NOSIBJISIETCS. HECKOJBKO MUKOB. Macc-CIIEKTPOMETP PErUCTPUPYET MAacC-CHEKTPbI
JUISL KaXa0ro nuka. KommnerorepHas Imporpamma CpaBHUBAeT IOJIyYEHHBIE Macc-
CHEKTPBI C KOMMepYeCcKoil OnbmmoTexkoi. OOHapyUBAETCS, YTO OCHOBHOW ITHK
COOTBETCTBYET CTUPOJYy (OCTATOYHBIA MOHOMED), & IPYroil 3HAYMMBINA MUK — O
METWICTUPOIY (IPOAYKT ACCTPYKIIMH).

B pesynbrare aHanmza uccienoBaTeab NPUXOAUT K CIEIYIOLIEMY BBIBOJY:
HEIPUATHBINM 3amaxX BbI3BAH NOBBIIIEHHBIM COJIEPKAHUEM OCTATOYHOI'O CTHUPOJIA U
NPOAyKTa €ro MpeBpalleHUus] B H3ACIMU. OJTO YyKa3blBaeT HA HEOOXOJUMOCTh
KOPPEKTUPOBKHU PEKMUMA CYIIKU WM JIeTa3allMi Ha CTaIuu IPOU3BOJICTBA.

Takum 06pazomM, XpomMaTO-MacC-CIIEKTPOMETPHS — ITO BHICOKOI(P(HEKTHUBHBIM
MHCTPYMEHT B 00JacTh uACHTUPUKAMK mnoiaumepoB. OHa mpenocTaBisieT
uH(pOpPMaIMIO, HEAOCTYIHYIO HU OJHUM JIPYTHM METO/IO0M IO OTJEIbHOCTH:

o [Inp-I' X-MC pmaer "MOJIEKYJSIpHBIA OTHEYATOK manbua' s
UACHTU(DUKALIMY TIOJIMMEPA U U3YUYEHUS €0 CTPYKTYPHI;

o KX-MC He3zaMeHMM I XapaKTEPUCTUKU CJIOKHBIX, HEMIABKUX H
TEPMOHECTAOUIIbHBIX CUCTEM: JO0ABOK, OJIUTOMEPOB, MMPOTYKTOB CTAPEHHUSL.

DTOT METOJi TO3BOJIIET HE MPOCTO KOHCTATUPOBATh (haKThl, a TIIYOOKO
NOHUMAaTh XUMHUYECKHE TMPOIECCh, TPOUCXOAIINE NIPU CHUHTE3E, NepepadoTKe U
JNECTPYKUUU TOJUMEPOB, 4YTO JeJlaeT €ro OECIEHHbBIM HWHCTPYMEHTOM IS

HCCHG}IOB&HI/II\/’I N pEHICHUS CIOXHBIX TCXHOJIOTHUYCCKUX HpO6H€M.
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I'naBa 4. MeToabl 3j1ieMeHTHOr0 aHajau3a (Metauibl, CHNSO)

AHanu3 3JIEeMEHTHOT0 COCTaBa MOJIUMEPOB — 3TO KPUTHUUECKH BayKHAsI 3a/1a4a,
KOTOpasi pEelIaeTcs LEeJIbIM KOMIIEKCOM MeTOoAoB. IlockoiibKy mosmMepsl B
OCHOBHOM COCTOSIT M3 YIJIepojJia, BOJOPOJA, KHCIOpPOJa U a30Ta, aHAIU3 4YacTo
HalleJIeH Ha OTpeJIeJICHUE MUKPO3JIEMEHTOB: TaJIOT€HOB, CEPbI, Pocdopa, METAIITIOB
U JIpYyTUX, KOTOpbIE MOMNAJaloT B Marepuajg B BUJE KaTalIM3aTOPOB, 100aBOK,
HAIOJIHUTENIEH WIIA IIPUMECEN.

OnpenensiTb AIEMEHTHBIM COCTAaB MOJUMEPOB HEOOXOAMMO, HCXOIS W3
CJICAYIOIINX COOOPaKCHUM:

1 KonTposnb kauecTBa U UIEHTU(UKALNS ChIPBS: COOTBETCTBUE TEXHUYECKUM
YCIOBHSIM, HIEHTU(PUKALKA MapKH noaumepa (Harpumep, orinuue [I1BX ot [19);

2 Ananu3 106aBOK: KOJUYECTBEHHOE orpeaenienue antunupeHos (Br, P, Cl),
TepMocTabunuzatopoB (Ha ocHoBe Sn, Pb, Zn), dorocrabunuzaTopos,
HanonauTenei (Ti02, CaCOs, S102);

3 AHanM3 KaTaJnu3aTopoB: ONpeAesieHue ocTaTouHbIX MetamioB (Al, Ti, Zr,
Cr) or karaiutuyeckux cucteM llurnepa-HaTTa, METaIJIOLEHOBBIX M JPYTUX
KaTaJIn3aTOPOB;

4 Dxonorus M 6€30MaCHOCTh: KOHTPOJIb COIepKaHUS TsKeNbiX MeTaios (Cd,
Hg, Pb, Cr®"). AHanu3 rajioreHoB sl OLICHKH TOKCUYHOCTH MPOYKTOB TOPEHUSI.

5 UccnenoBanue ferpafialvy U CTapeHUs: ONpeeIeHUe IPOAYKTOB pacajia
CTaOMIIN3aTOPOB, AHAJIU3 MUTPALIMU DJIEMEHTOB Ha MMOBEPXHOCTH;

6 PeBepCUBHBIM WMHXMHUPHUHI: YCTAHOBJICHHE COCTaBa HEHU3BECTHOIO

IMOJIMMCPHOI'O MaTCpHajia.

Knaccugpuxayua memoooe u ux noopoonuwlit pazoop

MeTtoabl MOXKHO pa3liefiuTh Ha JBE OOJBIIME TPYIIBL: pa3pyllaroliye
(Tpebyromme MHUHEpandu3auu o0Opasia) W Hepaspymaronme (MpsMoil aHamu3

TBEPJIOT0 00pa3liia).
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I'pynna 1: Memoowl, mpeoyroujue npo60onoo2omosku (Munepaiuzayuu)

[TonumepHast MaTpuIa pa3pylaercs, a MEMEHTbI IEPEXOIAT B PACTBOP IS
MOCJEAYIOIIETO aHAJN3A.

1 ATOMHO-3MHCCHOHHAsI CIIEKTPOMETPHS C UHTyKTUBHO-CBSI3aHHOM IJIa3MOM
(ICP-AES / ICP-OES). PactBop mpoOBI pacmbuIsieTcss B apTOHOBYIO IUTa3My C
temrepatypoit  ~6000-10000 °C. ATOMBI 3JEMEHTOB BO30YXKIAIOTCA W,
BO3BpAILAsACh B OCHOBHOE COCTOSIHUE, UCITyCKAaIOT CBET C XapaKTEpPHOU IMHOU

BOJIHbI. IHTEHCUBHOCTH N3JIYYCHUA ITPOIIOPHHOHAJIbHA KOHOCHTpAIHUK 3JICMCHTA

(pucyHOK 24).
[opernka
" "I  CoepunutenbHas
TpybKa
CoeauHuTEnNbHbIE . / Py
3aXUMbl \ .
. PacnbinutensHas
/ Kamepa
- / Pacnbinurtens
- . .. > n
l'maposaTeop B/ AR 8 s e—

a3-HocuTenb (Ar)

Ob6pasey,

Pucynok 24 — Cxema ICP-criekTpomeTpa napajiieIbHOTO JEUCTBUS CEPUU

ICPE-9800
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[IprMeHeHne B aHAIN3E MTOJIUMEPOB:

e MynbTUINIEMEHTHBI ~ aHAlA3:  OJHOBPEMEHHOE  ONPEACIICHUE
IITUPOKOTO CIIEKTPa MIEMEHTOB (METaIIOB M HeMeTalioB: P, S, B) B omHOM 00pa3iie;

o [[Iupokuii OUHAMUYECKH JAWANa30H: MOXHO OINPENENATh Kak
CJIEJIOBBIE KOJIMYECTBA, TAK U BHICOKME KOHIIEHTPAIUU (MIPOIEHTHI) HAMTOJIHUTEIIEH.

Meton ob6nagaer BBICOKON MPOU3BOIUTENBHOCTHIO M TOYHOCTHIO, OJHAKO
TpeOyeT TPyI0EMKOU TPOOOIIOATOTOBKH.

2 Macc-CneKTpoMeTpuss ¢ MHAYKTUBHO-CBsi3aHHOW mmasmoi (ICP-MS) —
WOHBbI, oOpazytommecs B [CP-muiazMe, HampaBIiIIFOTCSI B MacC-CIIEKTPOMETp, TIE
pa3AeISIIOTCs 0 MAacCe U AETEKTUPYIOTCS.

[IprMmeHeHne B aHAIIN3E MTOJIUMEPOB:

o CaepxcienoBblii aHanu3: obnagaeT Ha 2-3 mopsiaka 0osiee BHICOKOM
qyBCTBUTENBbHOCTBIO, YeM [CP-OES. Mpaeanen nns omnpenesieHHs yabTPaHU3KHUX
COJIEp’KaHHM TSKENBIX METAJIJIOB,;

o B03M0XHOCTh U30TOITHOTO AHAJIN3A.

Meron o0namaer BBICOKOM CTOMMOCTBIO U TOABEPKEH O0Jee CUILHOMY
BIIUSIHUIO MaTPUUYHBIX 3 (PEKTOB.

3 Wonnas xpomatorpadusi (MUX) — pazneneHue HOHOB B pacTBOpPE Ha
xpoMarorpaduueckoil KOJOHKE C MOCJIEAYIONUM JETEeKTUPOBAHUEM (Yallle BCEro
KOHJTYKTOMETPUUECKUM ).

[IpumeHeHue B aHAIN3E TTOJIUMEPOB:

o Onpenenenue ranorenua-uonoB (F-, Cl°, Br-, [') u npyrux aHuoHOB
(SO+>, PO+*), oOpasyromuxcs NOpyd MHHEPAIM3ALUU  TaJOT€HUPOBAHHBIX
nosumepoB (IIBX, [I1BJI®) u anTunupeHos;

o [Ipsimoe omnpezenenre HOHHBIX (HopM, Hanpumep, ais aHanuza Cré'.

I'pynna 2. Ilpamvie (nepaspywiarowiue) memoovl aHANU3A MEEPObIX

oopasuoe

DTH METOJBI ITO3BOJISIOT aHAJIM3UPOBATH MTOIMMEpP 0€3 ero pacTBOPCHHUS.
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1 Penrtrenodnyopecuentueiii  ananu3 (XRF). O6pazen oOmydaetcs
PEHTI€HOBCKMMHU JIydaMH. DJTO BBIOMBAET 3JIEKTPOHBI C BHYTPEHHUX OpOUTasien
atoMoB. [Ipu mepexoje 31eKTPOHOB C BHEUIHMX OpOuTaneil Ha 0CBOOOIUBIIECECS
MECTO HCITyCKAeTCsl XapaKTEPUCTUUICCKOE PEHTTEHOBCKOE W3IYUYCHHE, SHEPTHUs

KOTOPOI0 YHUKaJIbHA JJI KaXXI0T0 JIeMeHTa (PUCYHOK 25).

O6paseL

o
0
&
PeHTreHoBckas ,

TpyOka

[etekTop

Yevwnutens-
npeobpasoBarernb

Pucynoxk 25 — [IpunuunuaibHasi cxeMa peHTreHO(IyopeCclieHTHOTO aHalru3aTopa

IIpuMeHeHre B aHaIu3€e MOJIMMEPOB:

o BBICTpBI CKPUHUHT U COPTUPOBKA: OYKBaJIbHO 32 HECKOJIBKO CEKYHJ
MOxHO oTimuuTh [IBX (mo Cl) or apyrux miacTukoB, HAECHTU(ULIHUPOBATH
OpOMUPOBAHHBIC AHTUTTUPEHBIL;

o KonnuectBennslil ananus: coppemenasie WD-XRF (¢ aucnepcueii no
JUTMHAM BOJIH) IPUOOPHI O3BOJISIOT TOYHO OMPEAEIATh COJAEPKAHUE SJIEMEHTOB OT
Hatpus (Na) no ypana (U);

° DKOJIOTUYECKUI KOHTPOJIb: OCHOBHOM METOJT JUIsl OBICTPON TTPOBEPKH
Ha cooTBeTcTBUE AupekTuBaM RoHS (Pb, Hg, Cd, Cr, Br).

K mpeumymiectBam MeToga MOXKHO OTHECTH CKOpPOCTb, OTCYTCTBHE
poOOMNOJrOTOBKM M caM (hakT Hepaspylaromero Koutpoia. Cpeid HeJOCTaTKOB
MOYHO BBIJIEJIUTh HU3KYI0 YYyBCTBUTEIBHOCTH MO cpaBHeHUIO ¢ ICP-meronamu, a

TaKke TPYJHOCTHU ¢ aHaln3oM Jierkux ssmemeHToB (C, N, O, F).
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2 DHeproaucrnepcuonHas peHTreHoBckas crektpockonus (EDS/EDX) B
COUETAaHUHU CO CKaHUPYIOUIEH 31eKTpOoHHON MuKpockonueir (COM). Ananoruyex
XRF, HO BO30YkA€HUE MPOUCXOIUT C TOMOIIBIO JIEKTPOHHOTO ITy4YKa B BAKYYMHOM
KaMepe CKAaHUPYIOUIETO AIEKTPOHHOIO MUKPOCKOIIA.

[IpumeHeHue B aHAJIN3€ MTOJIUMEPOB:

o JlokanbHbII MUKpOaHAIU3. MOXKHO OIIPEEIUTh 3JIEMEHTHBIN COCTAaB B
KOHKPETHOM TOUYKE, HA YaCTHULIEC HAMOJIHUTENS, HAa IOBEPXHOCTU WUJIU B MOTIEPEYHOM
CCUYECHUU;

o AHann3 pacnpeneneHuss 31eMeHTOB. Co3JaHHe KapT 3JIEMEHTHOIO
pacnpenenenus (Elemental Mapping). Hanpumep, MOXHO yBUIETh, Kak
pacrpeqieNieH KaTajlu3aTop B MaTpUlle MOJUIPOIUIICHA WIM arjioMEPUPYET JIH
HaIOJHUTEIIb.

K npeumymiectBaM MeTOJla MOXHO OTHECTH BBICOKOE IPOCTPAHCTBEHHOE
paspeienue (10 ~1 MkM) u Bu3yanuzamnuio. Cpeau HeA0CTaTKOB MOKHO BBIJICTUTh
MOJTYKOJIMYECTBEHHBIN XapaKkTep METo/1a, HEOOXOAUMOCTh ITPOBEIEHHUS Mpoliecca B
BAKyyM€, BO3MOKHAs IeTpajalvs NoJMMepa B MPOLIECCE UCCIEN0BAHUS.

3 Ananus roprouux razoB (CHNS-ananu3). HebGonbioi oopaszen (~1-3 mr)
CKUTAETCA B MMOTOKE Kucaopoaa npu Beicokoit Temmeparype (~1000°C). ITpoaykTel
cropanust (CO2, H:20, N2, SO:) pasngensawoTcs Xpomarorpadguueckua U
JETEKTUPYIOTCHL.

[IprMeHeHre B aHAIN3€ MTOJIUMEPOB:

o OmnpenencHue OpyTTO-POPMYJIBI: TOYHOEC HM3MEPEHHE COJCpPIKaHMS
OCHOBHBIX OPTraHUYECKHUX JIEMEHTOB — YyTJIepo/ia, BOJIOPO/Ia, a30Ta U CEPHI;

o Nnentudukamus noaumepoB: cooTHomenne C/H/N/S — sBasercs
YHUKAJIbHBIM JIJI1 Pa3HbIX THUIOB IMOJUMEPOB (HAIpUMeEp, MOJUaMHUI, TTOJINYPETaH,
MOJIMAKPUIIOHUTPHII);

o KoHTpoab 4MCTOTHI TOTMMEDA.
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Ilpo6onoozomoeka Kaxk Kiruegoil Iman 011 MOUHBIX PE3)IbMaAmos

s meronoB ICP u monnoit xpomarorpapuu (MX) nomumep Heobxoaumo
MOJIHOCTBIO Pa3pyLIUTh M TIEPEBECTH DdJEMEHThl B pactBop. s 3Toro
NPUMEHSIOTCS CIEAYIOIINE METObI:

o Moxkpas MUHepanu3alus B OTKPBITBIX CHCTEMaX: HarpeBaHue oopasia
¢ koHueHTpupoBaHHbIMU KuciioTamu (HNOs, H2SO4, HC1O4) npu narpeBanuu. [1pu
JTAHHOM METO/]IE UMEETCSl PUCK MOTEPh JIETYUUX DJIEMEHTOB;

o MUKpOBOJIHOBOE pa3liOKEHUE: COBPEMEHHBIM U TMPEANOYTHTEIbHbBIN
meTo . OOpaser] moMeIaeTcs B TepMETHYHBIN Te()I0HOBBIN aBTOKIAB C KUCIOTaMHU
Y HarpeBaeTcsi B MUKPOBOJHOBOM MEYH.

[IpeumyiiecTBa: BBICOKHME Temmeparypa U JaBJIE€HUE, 4YTO YCKOPSET
Pa3yIoKEHUE; OTCYTCTBUE IOTEPh U 3arpsA3HEHUI; MUHUMAJIbHOE HCIIOJIb30BaHUE
KHCJIOT.

o Meton II€Hurepa: mpocTod METON Uil ONPEAEIICHUs TAJIOT€HOB U
cepbl. OOpazen; cokuraercst B KosiOe, 3alOIHEHHON KHCIOPOAOM, a MPOAYKTHI

MOTJIOM@Ar0TCA MOAXOIAIUM PAaCTBOPOM.

Hpumep RPpAKMUUYE€CKO20 NPpUMEHECHUA

Ilepen wucciaepgoBaTeneM CTOWT 3aJadya [POAHAIM3UPOBATh  YEPHBIN
MJJACTUKOBBIN KOPIYC 3JEKTPOHHOIO YCTPOMCTBA HAa COOTBETCTBHE JTUPEKTUBE
RoHS.

B xone ananuza uccienoBaTeneM MPOBOASTCS CIAEAYIOLINE ONEpallN:

1 Oxcnpecc-ananu3 metogoM XRF (peHtreHoduryopecieHTHBIN aHaIu3):
MPUKJIAABIBACTCS TOPTATUBHBIN win nadopaTopHbiii XRF-ananmuzatop k kopmycy.
B pesynbTaTe mpubop mokas3sIBaeT MOBHIIIICHHOE COACpKaHNe OpoMa U CBUHIIA;

2 TouHOe KOJMYECTBEHHOE oOmpeaeiicHue (J1abopaTOpHBIA  aHAIN3):
oTOMpaeTcsi  MpeACTaBUTEIbHAs  Mpoba, W3MENbYaeTCs W IPOBOJUTCS

MHKPOBOJIHOBOE DPAa3JIOKEHUE B CMECH a30THOM M IUIABUKOBOM KuCIOT. [lanee
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metonom ICP-MS onpenensiercst Tounas konnentpamusi Pb, Cd, Hg, Cr u Br.
VYcranaBnuBaetcs, uTo cojepskanue Pb npessimaer gomyctumeiil npenen 0,1%:;

3 Upentudukanus uctounuka 3zarpssnenus merogom COM/EDS. Ilog
MUKPOCKOIIOM H3Yy4aeTcsi MonepeuHbiil cpe3 obpasna. B pesynprate EDS-kapta
MOKA3bIBAET, YTO CBUHEI JIOKAJIU30BaH B OT/ACJIBHBIX MENKHX yacTuiax. Cnektp
EDS yka3siBaeT Ha BO3MOKHBIN COCTaB — CyJIb(aT CBUHIIA.

B pesynbrare KOMILJIEKCHOTO — aHalM3a MCCIEIOBATENEM  JEJIaeTCs
CJICMYIONTUH BBIBOJA: B Marepuan Obul q00aBiieH Hepa30aBIEHHBIM NMUTMEHT Ha
OCHOBE CyJb(aTa CBUHIIA, YTO MIPUBENO K HapyiieHuo HopMm RoHS.

Takum 0Opa3om, BEIOOp METO/Ia aHAIU3a IEMEHTHOTO COCTaBa MOJMMEPOB

3aBUCHT OT KOHKPETHOM 3a1a4u:

o J171st OBICTPOTrO CKpUHUHTA U COPTUPOBKH uzaeaneH XRF;

o Jns TOYHOTO MyJBTHUAIEMEHTHOIO aHAIu3a CIEHOBBIX KOJUYECTB
"3o;moteiM  cramaproM"  saBaserca  ICP-MS  mocme  MHKpPOBOIHOBOM
poOOIOATOTOBKY;

o Jlnst uzydenust MOp(OJIOTHH U JIOKAJIBHOTO PACTIPEACIICHHS JIEMEHTOB
HezamennM COM/EDS;

o Jlisg aHanM3a OpPraHM4ecKUX HJIEMEHTOB M YCTAHOBJIEHHsS OpyTTO-

dbopmynsl ucnons3zyercss CHNS-ananuzatop.
KoMmiuiekcHOoe  MCHONIb30BaHUE ATUX METOJOB MO3BOJSIET MOJHOCTBHIO
OXapaKkTepU30BaTh AJIEMEHTHBIA COCTAB IMOJMMEPHOrO Marepuana, oOecrednBast

KOHTPOJIb Ka4CCTBA, 0e3011acHOCTh U PCIICHUC CJIOKHBIX TCXHOJIOTHYCCKUX 3a1a4.
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I'maBa 5. CTpykTypHBIEe MeTOAbI HAa NMPHUMEpPe PEHTIeHOCTPYKTYPHOIO

aHaJIn3a

Pentrenoctpykrypusiii ananu3 (PCA), wnu peHTreHoBckas Audpaxius
(XRD), siBisieTCst OCHOBHBIM METOJIOM JIJISI U3YUCHUS KPUCTALTUICCKON CTPYKTYPhI
MatepuanoB. Ero mpuMeHeHHe K MOJMMEpaM HMEET CBOIO CIEeNU(HKy, TaK Kak
MIOJIUMEPHI PEKO OBIBAIOT MOJHOCTHIO KPUCTAJUTMYECKUMHU — OOJBITMHCTBO M3 HUX
SBISIIOTCA ~ TIOMyKPUCTAUTMYECKUMHE,  COJCP)KAIMUMH  KaK  YIOPSIOYCHHBIC
(KpUCTAJTMYECKHE), TaK U HEYyHopsiioueHHbIe (aMopdHbIe) 00IacTH.

OcHoBaH Ha  sBICHUM JU(paKIUM  PEHTICHOBCKUX  JIy4ell  Ha
KpUCTAUTMUECKOW  pemeTke. Korma  MOHOXpPOMAaTHYECKOE  PEHTTEHOBCKOE
U3ITy4YCHHUE MaJIaeT Ha YMOPSAOYEHHYIO CTPYKTYPY, OHO PacCEUBAETCS aTOMaMHU.
Ecnu paccessHHBIC BOJTHBI HAXOMSTCS B (ha3e, OHM YCUIIMBAIOT APYT IPyTa, CO3/aaBast
T pakMOHHBIA MakCUMyM (pediekc).

[IpunnunuansHas cxema PEHTI€HOCTPYKTYPHOTO aHajau3aTropa

MPEJICTABJICHA HA PUCYHKE 26.

[leTekTop nanyyeHus

Ondbpakuus nog
—=""" GONbLUMMM yrramMu

O6pasel nonvmepa

NcToYHMK I

PEHTIEeHOBCKUX

nyyeu 7\'\—7
N r

Mornowexve

dunetp Manble oTBepcTuA nyuka
ANS nonyyenns
napannenbHbIX fyyen
[Owncbpakums noa
mManbiMy yrnamm
Bonblune yrnbl Bonblune yrnbl
- o~
Manble yrnbl Manble yrnbl |
1

Pucynok 26 — [IpuHuunuaibHas cXeMa peHTI€HOCTPYKTYPHOIO aHAIN3aTopa
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Ycnosue bparra-Bynbsda:
nA = 2d sinf , (2)

I7Ie A — JUTMHA BOJHBI PEHTT€HOBCKOTO M3TyUCHUS,

d — MEXIIJIOCKOCTHOE PACCTOSTHUE B KPUCTAIIIE,

0 — yron ckompxeHHs (Yrodl MeXIY MaJaloluM JIy4OM U KPUCTAUTMYECKOM
IJIOCKOCTHIO),

N — TOPSA0K OTPaKCHHUS.

M3mepsis  yrael 0, 1o  KOTOpbIMU — HaOMIOMAIOTCS  AUGPaKIUOHHBIE
MaKCUMYMBbI, MOXHO pPacCUHUTaTh MEKIJIOCKOCTHBIC paccTosHUuS d, KOTOpbIe
SBJISIOTCSl YHUKAJILHOM XapaKTEPUCTUKON TaHHOTO KPUCTAJUTMYECKOTO BEIIECTBA.

Kpucranmmrel B moiamMepax UMEIOT Masible pa3Mephbl (HAHOMETPBI) U 9acTo
SIBJITFOTCSI HECOBEPIIICHHBIMH. DTO MPUBOIUT K YITUPEHUIO T (DPAKITMOHHBIX TTUKOB.
AmMopdHas ¢aza gaeT MHUPOKUM pa3MbIThIA Tano (amopdHbBI oOpeos) Ha

I paKkTorpaMme.
Knrwueevie npumenenus PCA ona ananuza nonumepos

1 OnpeneneHue CTeNeHN KPUCTATUIMYHOCTH — 3TO OJTHO U3 CAMBIX BaKHBIX U
pacrpoCTpaHEHHBIX MPUMEHEHUH.

NHTeHcuBHOCTh AUGPAKIIMOHHON KapTHUHBI MPOTOPIMOHATIBHA KOJTUYECTBY
paccenBarolero Bemiectsa. CpaBHUBAass UHTETPAJIbHYI0 HMHTEHCUBHOCTB (IJI0IIA/Ib)
BCEX KPUCTALIMYECKUX IMHUKOB C HHTEHCHUBHOCTBHIO aMOP(HOIro Tajlo, MOXKHO
pacCUMTaTh CTETICHb KPUCTALTUYHOCTH.

Jiist aToro qudpakrorpamMmy pasaeisioT Ha KPUCTAUIMYECKYI0 M aMOp(HYIO
KOMITIOHEHTY (4acTO C UCIOJIb30BaHUEM ITAJIOHHOT0 aMopdHoro odpasia). CteneHb

KPUCTAJUIMYHOCTH PACCUYUTHIBAIOT TIO PopMyIIe:

CK= —X_ % 100%, 3)

Sknt Sar
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rae CK — crenenp KpUCTaJUNIMYHOCTH,

Sk — MIOMAAb KPUCTALTNYECKUX TUKOB;

SAr — IIoMIa1b aMOPQHOTO TaJIO.

CreneHb  KpUCTAUIMYHOCTH  HAMpsIMyI0  BJIMSIET HA  IUIOTHOCTb,
MEXaHUYECKYI0 MPOYHOCTh, TBEPAOCTh, TEMIIEPATYPY IUIABICHUS U XUMHUYECKYIO
CTOMKOCTb IMOJIUMEPA.

2 Wpentudukanusa kpuctaummueckux (a3 u noaumopdusM — MHOTHE
MOJIUMEPHI MOTYT KPUCTAITM30BATHCS B PA3HBIX KPUCTALTUYECKUX MOIU(DUKAIIHIX
(momumopdHBIX hopMax), KOTOPbIE UMEIOT pa3Hble CBOMCTBA, HAITPUMED:

o [Momunpornunen (PP) cymectByer B o- (MOHOKJIMHHAsA), J3-
(rekcaroHanbHas) u Y- (TpukinHHAs1) popmax. Kaxxnas popma nMeer yHUKaIbHBIN
HAaO0Op MEXIUIOCKOCTHBIX paccTosHUM d U, CleAoBaTelNbHO, YHUKAJIBHYIO
nudpakrorpaMmy. o-popMa camas ctaOuiibHas U pacmpocTpaHeHHas, -popma
00J1ajiaeT MOBBIIIEHHON yAapHOU BS3KOCTHIO;

o [Tomuatunentepedranar (PET) moxer cymiecTtBoBaTh B aMOpP(pHOM
COCTOSIHUU U B JIBYX KPUCTATMYECKUX (popMax (TPUKIMHHAS U JIP.).

o [MomuBunmmunendropua (PVDF) umMeer kak MHHUMYM YeThIpe
kpuctauinueckue ¢asel (o, B, 7y, 98), npuuem [-daza sABIsIETCA TMbHE30- U
MTUPOAJIEKTPUYECKOM.

PCA no3BonsieT uaeHTuGuuupoBaTh 3TH (a3bl, U3y4yaTh (a30BbIe MEPEXOIbI
U KOHTPOJIMPOBATH YCIIOBUS OOpaOOTKH (TeMIeparypy, CKOPOCTb OXJIaXJEHUS,
pacTshKEHUE) NI TIOJTyYEeHUs HY)KHOM MOoTudUKaIuu.

3 N3yueHue TEKCTypbl MU OPUEHTALMHU MaKpOMOJIEKYJ — MpH nepepadboTke
(HampuMep, PKCTPY3UH, BEIITYBHOM (POPMOBAHUU, PACTSHKEHUH) TIOJTUMEPHBIC 1IETTH
OPUEHTUPYIOTCS B OIPEAEIICHHOM HampaBlieHUH. B opueHTHpoBaHHOM 00pasie
WHTEHCUBHOCTh TU(PAKIIMOHHBIX pediiekcoB OyJeT 3aBUCETh OT OpPUEHTAIlUU
oOpasiia OTHOCUTEIHHO NEPBUYHOTO ITyYKa.

JUist M3y4yeHus: UCHOJb3yeTCs peHTreHorpadusi Ha IUIOCKYIO IUICHKY (IJist
KA4ECTBEHHOW OLIEHKH) WJIM UCIIOJIb30BAaHUE TEKCTYPUPOBAHHOIO TOHUOMETpA IS

3aMKMCH MOJTIOCHBIX QUTYp (IU1s1 KOJIMYECTBEHHOTO aHAIN3a).
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Hanpumep, npu pacTsSHDKEHHH TIONHMATHIICHA IIETIH BBICTPAUBAIOTCS BIOJb
HarpanieHus pacTsokeHuss. COOTBETCTBYIOIINE KPUCTAIIIOTPAPUUECKUE TIIOCKOCTH
OynyT maBaTh MaKCUMyMbl MHTEHCUBHOCTH B HAIPaBJICHUAX, IEPIICHANKYISIPHBIX
OCH OpHMEHTAIMH. DTO TO3BOJISIET OLEHUTHh CTENEHb W THUI OPUEHTAllMU, YTO
KPUTUYECKHA BXKHO JJIsI TOHUMAHWS aHU30TPOTIMH CBOMCTB TUICHOK U BOJIOKOH.

4 OrnpeneneHue pasMepa KpPUCTAUIMTOB W MHUKpoHamnpsbkeHuil. Kak
YIOMHHAJOCh BBIIIE, Malblii pa3Mep KPHUCTANIMTOB W WX HECOBEPIICHCTBO
MPUBOJIST K YIIUPEHUIO TP pakimoHHbIX MUKOB. [1o hopmyne [lleppepa Bo3mMokHO
OLICHUTh pa3Mep YIMOPSIOYCHHBIX oO0JacTeld B TOJUMEpPE, KOTOPBIA OOBIYHO

coctaBigeT 5-50 um:

D=Ke*A/(B*cosb), 4)

rae D — cpenHuid pasmep KpUCTaUIMTA B HAIIPABJICHHUH, IEPIICHIUKYIISIPHOM
OTpa)karolel IIOCKOCTH;

K — 6e3pazmepnas nocrosinnas (~ 0,9);

B — mumpuHa mnuka HaA MNONyBbICOTE (B paaudaHax) 3a BbIUETOM
WHCTPYMEHTAJILHOTO YIIIUPEHUSI.

5 AHa3 HAHOKOMITO3UTOB U HAIlOJHEHHBIX NoauMepoB. PCA — kimroueBon
METO/[I JJIs1 UCCIEeI0BAaHUS TOJUMEPHBIX HAHOKOMIIO3UTOB, 0OCOOEHHO C CIIOUCTHIMU
HAIOJIHUTEIISIMHU.

Hanpumep, HeoOX0auMO OINpeAeauThb, MPOU3O0ILIO JIU HUHTEPKAIUPOBAHUE
(BHeIpeHHe MOJMMEPHBIX LENeil B MEXCI0€BOE MPOCTPAHCTBO HATIOIHUTENS) UITH
skdosmarus (pa3aeaeHre CI0eB U UX CIy4yailHOe paclpe/esieHue B MaTpUIIE).

IIpu aHaim3e HAIIOJIHUTEIb uMeeT XapakTepHbi  pediiekc,
COOTBETCTBYIOIINI MexciaoeBomy pacctosHuto d001. Eciau momumep mpoHUKaeT
MEXIY CJIOSMH, 3TO PACCTOSHUE YBEJIMYUBAETCA, M MUK Ha AUPpaKTOrpamme

CMEIAeTCsl B CTOPOHY MEHBINUX YTIIOB 20.
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Tunwvt IKCnepumenmoe u n0020moeKa 06pa3u03

I Meron mopomka — CTaHIAPTHBIM METOJ ISl U30TPOMHBIX MOJMMEPHBIX
MOPOIIKOB WM Tpanyia. OOpasel n3Meap4yaroT U MOMEIIAIOT B JIepKaTeb;

2 AHanm3 IJICHOK U BOJIOKOH:

° [IeHKn: aHATM3UPYIOT B PEXKUME NPOMYCKAHUSA WM CKOJIB3SIIIErO
najieHus Jiyda (V11 TOHKUX TUICHOK);

° BoJioKHA: WCHOJB3YIOT CHEIUANBHBIE AEpXKATeId ISl W3y4YECHUs
opueHTanuu. Yacto KOMOWHUPYIOT C pPACTATHBAIONIUM YCTPOWCTBOM  JISI
HCCJIEJIOBAHUM B p€ajlbHOM BPEMEHU;

3 ITpoBeneHuE SIKCIIEPUMEHTOB B PE€aIbHOM BPEMEHHU

° TepMuueckuii  aHaau3:  HArpeB M OXJaxAcHHE  oOpasiia
HEMOCPEJACTBEHHO B Jau(dpakTOMeTpe  MO3BOISET  M3y4aTh  KHUHETHKY
KpUCTAILIM3AIMH, TIIaBJIeHUs U (ha30BbIC MEPEXOIbI;

° MexaHn4ecKoe pacTsKEHUE: UCCIENOBAHNE U3MEHEHUS CTPYKTYPhI U

OpUCHTAIINH 110 Hany3KOﬁ.

Hpumep RPAKMUUECKO20 RPDUMEHEHUA

[lepen wuccrmemoBarereM CTOWT 3ajJadya HW3Y4YUTh BIUSHUE CKOPOCTHU
OXJIQKJICHUS Ha CTPYKTYPY ¥ CBOMCTBA JINTHEBOW OTIMBKH U3 TIOJUIPOITHAIICHA.

B xoze ananu3a npoBoAATCS CIEAYIOIINE ONepaIiu:

1 IToaroroBka 00Opa31OB: U3rOTABIUBAIOT 00PA3Ilhl, OXJIAKIACHHBIE C pa3HOM
CKOPOCTBIO: OBICTpOE OXJIaKIeHHE (B XOJIOJHON PopMe) 1 MEIITICHHOE OXJIAXKICHHUE
(B TepMocTaTupoBaHHOM hopme);

2 CpeMka nudpakTorpamMm: NOJYyYarOT AUQPpPAKTOrpaMMbl sl 000UX
o0Opas1oB B quamnaszone yrioB 20 ot 5° go 35°.

AHan3 pe3ynbTaToB:

1 OO0pazenr ¢ MeUICHHBIM OXJIQKJIEHUEM: HAOIIOIAI0TC OCTphle U

WHTCHCUBHBIE TTHKH, XapakTepHble 11s a-hopmsl TII1 (Hanmpumep, peduekcer (110),
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(040), (130)). CornacHo pacuery, OOHApPY>KMBAeTCS BBICOKAs CTEMCHb
kpucraumuHocTu (~50-60%). Pacuer mo Illeppepy mokaspiBa€T OTHOCHUTEIHHO
0O0JIbIIIE pa3MEPhI KPUCTAJIUTOB.

2 OOpazerr ¢ OBICTPHIM OXJIAXKJACHHEM: IMHUKH TOH K€ o-POpMbI, HO
3HAUUTEIBHO Oo0Jiee MIMPOKME W MEHee HWHTEeHCHBHbIE. (COIIACHO pacuery,
oOHapy>XWBaeTCs HU3Kas CTeneHb KpuctamwmmaHoctd (~30-40%), yBennueHa
WHTEHCUBHOCTb aMOP(HOTO Tajo.

OObpazenr ¢ MeIJICHHBIM OXJaXKACHHEM OyneT Ooyiee TBEPIbIM, XPYIKUM.
OO6pa3er] ¢ OBICTPBIM OXJIAXKIACHUEM OyAeT 00Jiee BI3KUM U YIapOIIPOUYHBIM.

B pe3ynbpTaTe aHaiM3a yCTaHOBJIEHO, YTO CKOPOCTh OXJIAXICHUS BIMSIET HA
HAaIMOJEKYJsIpHYI0  cTpykTypy IIII, d9ro 1mo3BoOJIIET  1eleHaInpaBICEHHO
peryIMpoBaTh €ro CBOMCTBA MpH nepepadoTKe.

Takum  oOpa3oM,  PEHTICHOCTPYKTYPHBI  aHaldu3  MPEJOCTaBIISET

HE3aMEHUMYI0 HH()OPMALINIO 0 HAAMOJICKYJISIPHOW CTPYKTYpE MOIUMEPOB:

o OH sIBISETCS KOJWYECTBEHHBIM METOJOM ISl ONPEICTICHUS CTCTICHH
KPUCTaJUTMYHOCTH;

o [To3BonsieT uaeHTUGUIMPOBATh KpUCTaUIUUeckue ¢as3bl U U3ydaTh
noJIMMophu3M;

o JlaeT yHUKaIbHBIC JAaHHBIE 00 OPUEHTAIIUN MAKPOMOJICKYJ;

o [To3BoMIsIET OLIEHUTH pa3Mep KPUCTAJUTUTOB;

o SBnsieTcss KITIOYEBBIM HMHCTPYMEHTOM JUIsl aHaju3a TOJUMEPHBIX
HAaHOKOMIIO3UTOB.

Takum oOpazom, PCA sBiseTcs MOCTOM MEXIy YCJIOBHUSIMU CHHTE3a U
nepepabOTKU MOJIMMEpPa U €ro KOHEUHbIMU (PU3UKO-MEXaHMYECKUMHU CBOMCTBAMU,

Jciaasd €ro (bYHI[aMeHTaJ'H)HBIM MCTOAOM B HAYKC U TCXHOJIOTHUH ITOJIUMCPOB.
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I'maBa 6. MeToabl aHaIN3a BJIAKHOCTH

Omnpenenenue copepKaHus BIard B MOJIMMEpPaX — 3TO KPUTHUECKU BasKHAs
npoleaypa, TaK Kak Jake CJIeI0BbIE KOJWYECTBA BOJBI MOTYT KaTacTpOPUUECKU
BJIUSATH Ha MpoLecC MepepabOTKHA U KOHEYHBIE CBOKMCTBA MaTepraa:

1 Tmaponmutuyeckass JECTPYKUMsS — TPH BBICOKHX TeMIlepaTypax
nepepadoTKu (IKCTPY3Hsi, JUTHE IOJ| JIaBIICHUEM) BOJA BbI3BIBAET XHUMHUYECKUUN
pacnaj ueneil. OCOOEHHO KPUTHYHO JIJIS:

o [Tomaupos: 19T (mommaTHIIeHTEpedTanaT), [T
(momuOytunentepedranar). IlpoucxoauT pas3pbiB CIOKHOIDUPHON CBSI3U, UTO
MPUBOJUT K MaICHUIO MOJIEKYJISIPHOM MacChl U, CIE0BATENLHO, TPOYHOCTH;

o [TommamunioB (PA6, PA66) — mpoucXoauT pa3pbhiB aMUAHOM CBSI3HU.
[TonmmramMu bl TUTPOCKOTIMYHBI U TPEOYIOT 00s3aTEIHHON CYIIIKY;

o [Tomukap6onara (PC), [Tonmuyperanos (PU).

2 JlepexTsl u3aenuii. Boga npu HarpeBaHUM UCHAPSIETCs, BBI3bIBAS:

o [Ty3b1py ¥ TOPBI BHYTPU U HA OBEPXHOCTH U3/ICIIHS;

o CepebOpenue — cienibl OT BBIXOSLIETO Napa;

o Huzkoe kauecTBO MOBEpXHOCTH (MaTOBas, IIEPOXOBATAs);

° VYxynmenue (GU3NKO-MEXaHUYECKUX CBOMCTB: CHUXEHUE YIapHOU

BSI3KOCTH, IPOYHOCTH HA Pa3pbIB;
o [Tpo6iembl ¢ murMeHTaMu U Jo0aBkamMu: BiiaxHOCTh MOKET MPUBECTH
K arJjioMepanuy HanoJIHUTeNeH 1 HecTaOUIIbHOM padoTe.

Memoowl onpedenenus cooepricanus eaazu

Meronpl gensTcs Ha JBE OOJIBIIME TPYMIBL: MpsSMble  (M3MEPSIOT

HETMOCPEACTBEHHO BOJ1y) M KOCBEHHBIE (M3MEPSAIOT CBSI3aHHBIN MMApaAMETP).
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I'pynna 1. IIpameie (adconromuvie) memoowt

[Ipsimble (aOCONIOTHBIE) METOII OCHOBAHBI HA MIPSIMOM ONPEJEICHUH MaCChI
WIM KOJIMYECTBA BOABI B oOpasue. OHM cuuTaroTcsd Hanbosiee TOYHBIMU M 4acTO
UCITIOJIB3YIOTCS ISl KAMMOPOBKH JPYTUX METOOB.

1 Meton rpaBUMETPUYECKOrO0 aHalin3a (BBICYIIMBAHUE JO MOCTOSHHOMN
Macchl) — HM3MEpPEHHE IOTepU Macchl 00paslla TOocJe €ro BBICYLIMBAHUS B
ONPEJEICHHBIX YCIOBUSX.

Jlisi mpoBeJeHUsT aHajdu3a B3BEIIMBAIOT IMYCTOM CyXoll OIOKC, B HETO
NOMELIAIOT HABECKY MojaumMepa (2-5 r) U B3BEIINBAIOT CHOBA.

brokc ¢ 00pa3ioM MOMEIAKT B CYUIMJIBHBIA IIKa( U BBIAEPKUBAIOT MPU
3aJlaHHOM TeMIiepaType U BpeMeHu (Hampumep, s noauamuaa: 105°C, 3-4 yaca;
st 1I9T: 120-150°C). Temnepatypa aomkHa ObITh Bhilie T, (TeMmepaTypsl
CTEKJIOBaHUS ), HO HUKE TEMIIEPATYPbl HaYaJla Pa3oKEeHHUS.

Janee oOpa3zelnl BBIHMMAIOT, OXJAXJAlOT B JKCHUKAaTOPE M B3BEIIUBAIOT.
[Ipouenypy MOBTOPSIOT 0 AOCTUKEHUS IOCTOSTHHOM MacChl (KOT1a pa3HUIIA MEXITY
B3BCLIMBAHUSAMM CTAHOBUTCSI MEHBIIIE 3aJAHHOTO JIOIYCKa).

BnaxHOCTh pacCUUTHIBAIOT IO PopMyIIe:

Brnaxxnocts, % = [(m1 - mz2) / (m1 - mo)] * 100% , (%)

7 Mo — Macca IyCcToro 0rokca,

m: — Macca 0roKca ¢ BIaKHBIM 00pa3IioM,

m2 — Macca 0r0Kca ¢ BBICYIIEHHBIM 00pa3IoM.

K npenmyrmiectBaMm MeTO/1a MOKHO OTHECTH MPOCTOTY U JICIICBU3HY aHAIINA3a
(He TpeOyeT CIOXKHOTO OOOpYJOBaHHUS), a TakKKe BBICOKYIO TOYHOCTh IMpH
MIPaBUILHOM BBITTOTHCHHH.

N3 HemocTaTkoB MOXKHO BBIICNUTH JUIMTEILHOCTh (MOXXET 3aHUMATh

HECKOJIbKO YacOB); PUCK OKUCJIEHUS WM TEPMUUYECKON JIerpajaliiy MoJuMepa rnpu
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BBICOKOW TeEMIIEpaType; METOJ HE MNOAXOAUT ISl MOJIUMEPOB, KOTOPBIE MOTYT
TEpSITh HE TOJIBKO BOAY, HO U JIETy4HE MIaCTU(UKATOPBI, MOHOMEPHI.

2 Meron Kapna ®@uiiepa (KyJIOHOMETPUUYECKUN U BOJIOMOMETPUUYECKUI) —
ATO CTaHAApPT TOYHOTO ONpENENICHHs BOABI B MojauMepax. B xoae ananmuza
IIPOUCXOINUT XMMHUUYECKasl peakuus MeXay BoIou u peareHTom Kapma ®uinepa, B
OCHOBE KOTOPOW JIEKUT BOCCTAHOBJIEHWE MHOJA CEPHUCTBIM aHTHIPUAOM B
MPUCYTCTBUH BOJIbI B METAHOJIC U TUPUIMHE (WIIH IPYTUX OCHOBAHUSAX ).

o Kynmonomerpuyecknii MeToA: HOA TE€HEPUPYETCS JIEKTPOXUMHYECKU
HEIMOCPEJCTBEHHO B sueilike. KonumdyecTBO 3nekTpuyecTBa, 3aTpayeHHOE Ha
reHepaluio Ho/aa, CTPOro YKBUBAJIEHTHO KOJIMYECTBY BOJIbI B 00pasue. Mneanen s
CJIEIOBBIX KoJIMuecTB BoAbI (0T 1 ppm 110 5%);

o Bomomomerpudeckuit Meton: TuTpanT (peareHT Kapma ®umiepa) c
U3BECTHOM  KOHLEHTpauued  goOaBisiercss u3  Owmoperku. [lo  oOGbemy
U3pPACXO0JIOBAHHOTO TUTPAaHTa PACCYMTHIBAIOT KOJIMYECTBO BoAbl. [loaxomuT st
OoJiee BoICOKUX coaepxkanuid (> 0,1%).

[Tpouenypa ananu3za Biaru Jjisi HOJIMMEPOB:

o [IpssmMoe BBeacHME: MOAXOAUT UL JIETKO IUIABSIIMXCS IOJIMMEPOB
(manmpumep, mnonmoneduHoB). M3menbueHHBIM oOpaszer; BBOJAAT TMPSIMO B
TUTPOBAIBHYIO SIUEHUKY, HArPEBAIOT U NIEPEMEIINBAIOT, BELICBOOOXKIasi BONY;

o Hcnapenune (HarpeBarenbHas MeYb-1ITPHIL): HauoOoJee
pacrpoCcTpaHeHHbIN U TOUHBIA MeTo 1. OOpa3ell MOMEIIAIOT B MeUb, YEPE3 KOTOPYIO
MPOJyBaeTCsL CyXOM Tra3-HocuTelb. [leuyb HarpeBaeTcss 10 CTPOro 3aJaHHOM
Temrepatypbl (Moxer nocturatb 300°C), Boga ucnapsieTcss U ra3oM-HOCUTENEM
IIEPEHOCUTCSI B  TUTPOBAJIBHYIO SUYEHKY. OTO TIIO3BOJIIET aHAJIMU3UPOBATH
TYTOIUJIAaBKHE W TPYJAHOPACTBOPUMBIC TTOJIMMEPHI, a TaKkKe M30€kKaTh MEIIAONIEro
BIIUSIHUSA MOOOYHBIX PEaKLUid ¢ TOJUMEPOM.

K mpenmymecTBaM METOJa MOXHO OTHECTH OYEHB BBICOKYIO TOYHOCTh U
CEJICKTUBHOCTB; BBICOKYIO UYYBCTBUTENIBHOCTh (10 1-10 MKr BOJbI); CKOPOCTH

aHanu3a (5-15 MUHYT Ha aHaIKU3); BO3MOKHOCTh aBTOMATH3aIIUH.
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N3 HemocTaTKoB MOXKHO BBIACIUTH BBICOKYIO CTOMMOCTH OOOpPYAOBAHHS U
peareHToB; TpeOyeTcsi KBAIU(PUIIMPOBAHHBIA MEPCOHA; peareHThl TOKCHUYHBI U

TUT'POCKOIINYHBI.

I'pynna 2. Koceennwvie (0bicmpule) memoowt

KocBeHHbIE ~ METONBI  HMCHOJIB3YIOTCS Uil DKCIPECC-KOHTPOJISI B
TEXHOJIOTUYECKOM IPOLIECCE.

1 JuonexTpuueckuil (EMKOCTHOM) METOJT — BOJa MMEET OYEHb BBICOKYIO
JTURJIEKTPUUECKYI0 MpoHunaemMocts (¢ = 80), B TO BpeMs Kak Yy OOJBIIMHCTBA
MOJINMEPOB OHa HU3Kas (& = 2-4). IIpucyTcTBHE Biark 3HAYUTEIHHO YBEIUYUBAET
JIUDJIEKTPUYECKYIO IIPOHUIIAEMOCTh MaTepHaa.

JIns mpoBenEHUs aHaau3a MCHOJIB3YIOTCS MOPTATUBHBIE WA BCTPOCHHBIC
JATYMKU BJIAXHOCTH. JaTyumk mpmuMarT K o0pasly mnoiaumepa (WM IpaHysbl
3aChIMAlOT B M3MEPUTEIbHYIO SUEHKY), U IPUOOp H3MEPSET NUIIEKTPUUYECKYIO
IIPOHUIIAEMOCTD, IIEPEBOJIS €€ B IIPOLICHTHI BIIAJKHOCTH.

K mnpenmyniectBaM MeToAa MOYKHO OTHECTH MIHOBEHHOE IIOJIyYECHHE
pe3yJsibTara; HEpa3pyLIAOMMKA  KOHTPOJb;, IOPTAaTUBHOCTH,  BO3MOYKHOCTH
BCTpauBaTh B OyHKEP CYLIWJIKU ISl HEPEPHIBHOTO KOHTPOJISL.

W3 HemocTaTKOB MOKHO BBIACIUTH HEOOXOAMMOCTh KaJUOpPOBKU MJIs
KQ)KJI0T0 THIA ToJinMepa (Ha GopMy rpaHyJ, INOTHOCTb, HAIMYKE 100aBOK); METO]T
MEHEE TOYEH, YeM rpaBuMeTpuueckui Mero uin mero K. dumepa.

2 Cnexrpockonmueckue Meto bl (Ommkanii MK-nuanaszon, NIR) — monekysbr
BOAbl MMEIOT XapakTepHbIe TMOJIOCHI moryomenus B OmmwkHedl MK-obmactu
(manpumep, komoOunarus konedanut O-H npu ~1940 uMm u nepBas oOepTOHHAS
nosoca npu ~1450 nHM). VHTEHCMBHOCTH TMOTJIOIIEHHS] MPOMOPLMOHATIBHA
KOHIICHTPAIUX BOJBI.

Jlnst mpoBenenusi ananusa Tpedyrorcss NIR-ciekTpoMeTpsl ¢ ONTHYECKUMHU
30HIaMHM. 30H]J HANpaBiIsOT Ha IMOTOK TpaHyd WIM TOTOBOE W3JENue, Hu

CHEKTPOMETP PETUCTPUPYET CIEKTP MOTIIOIICHUSI.
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K npeumymectBam MeToga MOKHO OTHECTH OYEHb OBICTpOE U
Hepa3pyILIaIlee N3MEPEHNE; BO3MOKHOCTD JUCTaHIMOHHOTO aHAJIN3a U CO3AaHUs
KapT pacrpeneneHus] Biaru Mo o0beMy H3JAENHs; BO3MOXHOCTh BCTPauBaTh B
TEXHOJIOTHYECKYIO JINHUIO.

N3 HenoCTaTKOB MOYKHO BBIJIEIUTh HEOOXOJUMOCTh HMOCTPOECHHS CIIOKHBIX
KaJTUOpPOBOYHBIX MOJIEJIeH ¢ ucTioab30BaHreM pedepeHTHbIX MeTo 0B (K. dumepa);
METO/]l YyBCTBUTEJIEH K U3MEHEHUIO T€OMETPUHU 00pa3lia, TeMIEpaTypbl, HATUIUIO
JIPYTUX KOMIIOHEHTOB.

Taxkum 00pa3oM, KOHTpOJIb BIQKHOCTH — HE MPOCTO (POPMAIbHOCTH, a
HEOOXOJMMOE YCJIOBHE MJii OOECHEeYEHHUsT BBICOKOTO KadyecTBa IOJMMEPHBIX
U3JIENUNA U CTAOMIBHOCTH TEXHOJOTMYECKOTO ITpoLecca.

Br160p MeToa 3aBUCHUT OT 3a/1a4u:

o Jliig TouHOTO ompenenenus u ceprupukanuu — meton Kapna dumepa
C UCITAPUTEIILHOM TEYBIO;

o Jl1 OBICTPOTO TEXHOJIOITMUYECKOTO KOHTPOJISL y OyHKepa KCTpyAepa —

I[I/IBJ'ICKTpI/I‘IGCKI/Iﬁ BJIaromMep,

o s BCTPOEHHOTO KOHTpPOJII B pealbHOM BpeMeHu — NIR-
CIIEKTPOCKOTIHS,

o Kak npocToii u nemeBsiil 1a00paTOPHBINA METO] — FPAaBUMETPUUECKU;

o OO6pazenr JT0JDKEH OBITh penpe3eHTaTMBHBIM. Ero Heobxoammo

repMETUYHO YIAKOBBIBATH Cpaszy IMocje oTOopa, 4ToObl M30E€XKaTh MOTJIOIICHUS
BJIATW U3 BO3yXa (0COOEHHO JIJIsl TUTPOCKOIIMYHBIX MMOJTHAMHJIOB);
o TemmnepaTypa aHanu3a B METOJIaX C HarpeBOM JIOJDKHA TOJIOUPAThCs

TaK, YTOOBI ITOJIHOCTBIO YAAJIUTb BOAY, HO HC BBI3BATH PA3JIOKCHUC ITOJIMMEPA.
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3akJIrouenue

[IpoBeneHHbIN 0030p, IPEICTABICHHBIN B yUeOHO-METOJUYECKOM TTOCOOUH,
JEMOHCTPHUPYET, 4TO 3(PPEKTUBHBI KOHTPOJIb COCTaBa W CBOWMCTB MOJIMMEPHOTO
ChIpbSl U TOTOBOM MPOJIYKIHUU TPeOYeT KOMIUIEKCHOTO MOJX0Ja, IMPH KOTOPOM
pa3MyHble AHAIMTUYECKUE TEXHUKM B3aWMMHO JOMOJHSIOT Jpyr JApyra.
Cnekrpockonnueckue Meroasl (MK-Oypse, AMP, OIIP) npenocraBistoT
rIIy0OKYyI0 UHQOpPMAIIMIO 0 XUMUYECKON CTPYKTYpE U MOJIEKYJSIPHOM JTHHAMHKE.
Xpomatorpadpudeckue metoauku (I'X, BOXX, I'TIX) sBusroTcss HE3aMEHUMBIMU
JUISL pa3/ielieHds CIIOKHBIX CMECEHd U OMNpEJeNeHHUs] MOJIEKYJSPHO-MAacCOBOIO
pacnpenenenus. Moib THOPUAHBIX METOAOB (XpOMAaTO-Macc-CIIEKTPOMETPHS)
pPAcKpBIBAETCSl MPHU PELICHUU 337a4 UJICHTU(DUKAIUU U YCTAHOBJICHUSI CTPOEHUS
CJIOXHBIX KOMIIOHEHTOB. METO/IbI 2JIEMEHTHOI'O U CTPYKTYPHOI'O aHAJIN34a, & TAKXKE
aHanu3a BIAXHOCTH, 3aBEpIIAIOT KAPTUHY, oOecnedynBas KOHTPOJIb 34
COJIEP)KAaHUEM  KJIFOYEBBIX 3JIEMEHTOB, HAJAMOJIEKYJSIDHOM OpraHu3anued u
KPUTHYECKUMU TEXHOJIOTUYECKUMU MapaMeTPaMH.

N3noxenne Marepuana, HOCTPOCHHOE M0 €IMHOMY IMPUHIUIY «OT TEOPUH —
K TMPAaKTUKE», TMOAKPEIJICHHOE KOHKPETHBIMU MpUMEpaMU W METOJUKaMU
IpOoOOIOATOTOBKH, IMO3BOJSET HE TOJIBKO YCBOUTH (DyHAAMEHTalIbHbIE OCHOBBI
METO/IOB, HO M C(hOPMHUPOBATH HABBIKM MX NMPUMEHEHUS ISl PELICHUsS] peajbHbIX
IIPOU3BOJICTBEHHBIX U UCCIIEI0BATEIbCKUX 3a/1a4.

Takum o0Opa3oM, OCBOeHHE MaTepuana JaHHBIX Y4eOHO-METOAMYECKUX
yKa3aHUM Cco3JaeT MPOYHYK) OCHOBY JUIA YCHEHIHOW MNpo(ecCHOHAIbHON
JESTEIIbBHOCTH B OOJACTH XUMHUH, TEXHOJOTUU M HCCJIEIOBAaHUS MOJUMEPHBIX
MaTepHuaoB, 00ecneyrBas TOTOBHOCTh K PEIIEHUIO IIMPOKOro CIEKTpa 3adad — OT
BXOJIHOI'O KOHTPOJIS CBhIPbSl M YIPaBJICHUS TEXHOJOTMYECKHMH IPOLECCAMH 10

aHaJM3a TOTOBOM MPOAYKIIMHU U pEeUIeHUsI TPOOIeM AECTPYKLIUU U CTApEHHUS.
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IIpumepHbIe TeMbl pedepaToB

1 UK-®Dypre ciekTpocKomnus: OT UICHTU(DUKAIUN TTOTUMEPOB 10 U3YUYEHUS
KUHETHKH PEAKLINIM;

2 CospemenHble MeTonbl TpobomoaroroBku B MK-cnextpockonuu
MOJIMMEPOB;

3 Meroxn SIMP B aHanm3e NOIUMMEPOB: OIPEACICHUE TAKTUYHOCTH M
MHUKPOCTPYKTYPBI COIOJIMMEPOB;

4 Tlpumenenue nByMepHbIX (2D) skcniepumenToB SAMP uist ycTaHOBIIEHHS
CTPYKTYPBHI CJI0KHBIX ITOJIMMEPHBIX CHCTEM;

5 DOIIP-crekTpocKOnusl KaK YHUKAJIbHBbIA MHCTPYMEHT JJIA WCCIEIOBAaHMS
PaJUKAIBHBIX MIPOLECCOB B MOJUMEPAX;

6 D'enp-nponukatomas xpomarorpadus (I'TIX) kak «30510TOM cTaHgapT»
ONPENIEIICHNS] MOJIEKYJISIPHO-MACCOBOTO PACIPEACIICHUS ITOJTUMEPOB;

7 CoBpeMenHble cucTeMbl naerektnpoBanuss B [1IX: cBeropaccesHue,
BUCKO3UMETPUSI M MX KOMOMHAalMM [JJIs BCECTOPOHHEH XapaKTEpUCTHKHU
MaKpOMOJIEKYJT;

8 Ilpumenenue ra3oBoii Xxpomarorpaguu Uil aHaIHM3a JIETYYUX
oprannueckux coeauHeHuid (JIOC) M ocTaTOYHBIX MOHOMEPOB B MOJHUMEPHBIX
Marepuanax;

9 Ponb BbICOKOA(h(PEKTUBHON KUAKOCTHOM Xpomatorpaduu (BOXKX) B
aHaJu3e MOJMMEPHBIX 100aBOK;

10 Tonkocnoiinas xpomarorpadpus (TCX) B mnonuMepHOM aHaIMU3E:
BO3MOKHOCTHU M OTPAaHUYEHUs METOA [l KCIIPECC-KOHTPOIIS;

11  Xpomaro-mMacc-CIeKTpOMETPUS  KAK  MOIIHEHIIMHA  UHCTPYMEHT
UACHTU(UKAIIY KOMIIOHEHTOB B MOJIMMEPHBIX CUCTEMAX;

12 CpaBHUTENBHBIN aHAIN3 METOAOB AJIEMEHTHOTO aHanu3a nonumepon: [CP-
MS, XRF, CHNS-ananus;

13 Pentrenodnyopecuentasiii ananu3 (XRF) B mpombineHHOCTH;
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14 Mertoasl MpOOOMOATOTOBKUA TMOJMMEPOB JIJII AJIEMEHTHOI'O aHaju3a:
MOKpasi MUHEpaan3alus 1 MUKPOBOJIHOBOE Pa3I0KEHHUE;

15 PentrenoctpykrypHubiii ananu3 (PCA) nig u3ydeHus: HaIMOJIEKYIIpHON
CTPYKTYPBbI TOTYKPUCTATUIMIECKUX TTOJIMMEPOB;

16 OmnpeneneHne CTENEHUW KPUCTALIMYHOCTU TMoiauMepoB Merogom PCA:
METOJMKH U PAKTUYECKOE 3HAUCHHUE;

17 Metron Kapna @uiepa: Teopusi U NMPAKTUKA ONPEICICHUS BIAKHOCTU B
MOJIMMEPAX;

18 Dxcnpecc-MeToibl KOHTPOJIS BIAXKHOCTH B TEXHOJOTMYECKOM IPOIIECCe
nepepaboTKH MOJTMMEPOB,;

19 KoMIIeKCHBIN aHATUTUYECKUH MOIX0/T K UISHTU(PUKAIIUYN HEU3BECTHOTO
MOJIMMEPHOTO MaTepHuana;

20 DU3MKO-XMMHYECKUE METOABl HCCIECIOBAHUSA JECTPYKLUMU U CTapEeHUS
MOJIMMEPHBIX MAaTEPUAJIOB;

21 AHaIUTHYECKHMA KOHTPOJb KadecTBa Ha Pa3JIMYHBIX CTagusax
MPOU3BO/JICTBA MOJIUMEPHBIX U3/ICIINNA;

22 CpaBHUTENBHBIN aHau3 Bo3MoxkHocTel MK-cniekrpockonuu u AMP s
OMpeIeNICHUS] XUMUYECKOU CTPYKTYPhI MOJUMEPOB;

23 3aaun ¥ METO/Ibl aHAJTA3a TOJIMMEPHBIX KOMIIO3UTOB U HAHOKOMIIO3UTOB;

24 Ponb aHANMUTUYECKOW XUMHUU B peUIEHWH MpobieM mepepaboTKu u
PELMKIIMHTA TIACTUKOBBIX OTXOJOB;

25 MeToabl ucciieIoBaHrs KHHETUKHA U MEXaHU3Ma PEaKIii oIuMepu3aiiuu

B PEAIBHOM BPEMEHH.
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Bomnpocsl AJ1s1 caMONOATrOTOBKH M KOHTPOJIsI

Cnexmpocxonuqecmte Memoovl ananusza

1 Ha yem ocHoBan meton UK-®ypre ciektpomeTpun?

2 B d4em 3akiII04aroTCs KIIOUYEBBIE MpeuMyliecTBa Pypbe-CIEKTPOMETPOB
nepe KIacCHYeCKUMU JUCIEPCUOHHBIMU?

3 Uto Takoe BOIHOBOE YHUCIIO (CM ') M KaK OHO CBSI3aHO C JIJIMHOM BOJIHBI?

4 KakoB TUIMYHBIN JUaIa30H BOJIHOBBIX yucen B cpeqHeM UK-cnexktpe?

5 HazoBute xapakrtepHbie nosockl mnornomeHus B MK-cmektpax mis
nosmdTrieHa (I19), nonunponunena (I111) u monustunentepedranara (I12TD).

6 Kak c¢ mnomompro HK-cnekrpockonmuu MOKHO H3y4aTb KHHETHKY
XUMHUYECKOM peakiuu (HarnpuMep, OTBEPKACHUS ITOKCUIHONW CMOJIbI)?

7 Cdopmynupyiite 3akoH byrepa-JlamOepra-bepa u 00BsicHUTE, KaK OH
UCITIOJIb3YETCs JIs1 KoM4ecTBeHHOro aHanusa B MK-cnekTpockonuu.

8 Kak c¢ nomompro HMK-CIEKTpOCKONIMHM MOXHO OIPENEINTh CTENEHb
KPUCTAUIMYHOCTH NOJIMATUIICHA?

9 Kakue OCHOBHBIE METOJIbI MOATOTOBKM 00pasmoB mnonumepoB s K-
CIIEKTPOCKOIIMU BbI 3HaeTe?

10 Ilo xakum mpusHakam B HMK-cmektpe MOXHO  OnpenenuThb
(OTOOKUCIUTENBHYIO JECTPYKIUIO TOJUIIPONUIEHA?

11 Ha kakux ¢u3znyeckux npuHIUNax ocHoBaH meton AMP?

12 Kakue siapa Hanbosnee yacto uccienyrorces B AMP noiumepoB u nouemy?

13 YTo Takoe XMMHUYECKHM CIABUT M KaKyro HH(PpOpMaIHIO OH HeceT?

14 Kakyio wuHpOpManMiO MPEAOCTaBIAECT KOHCTAHTAa CIMH-CIIMHOBOTO
B3aumoeicTus (J)?

15 B yem 3akmiodaercss yHUKalbHas crnocoOHocTh SAMP mo u3yuenuto
TAKTUYHOCTH TTOJITMMEPOB?

16 Kak ¢ momonipto SAIMP M0XXHO OTJIUYUTH CTATUCTUUECKUM COMOJIUMEDP OT

0J10K-conoaumepa’?
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17 Kakue OCHOBHBIE TUITBI OTHOMEPHBIX U IBYMEPHBIX SKCIEpUMEHTOB SIMP
MCIIOJIB3YIOTCS JJIS1 aHAJIM3a MOJIMMEPOB?

18 B kakux ciy4asx npuMmeHsiercs TBepaorenbHas SIMP-cnexkrpockonus n
yto Takoe MAS (Magic Angle Spinning)?

19 Kakue nentepupoBaHHBIE PACTBOPUTENM HCIIOIB3YIOTCS B PaCTBOPHOM
AMP-crieKTpoCKONuy NoJIMMEPOB?

20 YysctButeneH au Mmetoa DIIP u k kakum yactumam?

21 Iouemy mpsiMoe HaOmIOACHHE OOJBIIMHCTBA MOIUMEPOB MeToaoM OIIP
HEBO3MOXKHO?

22 Onumurte, kak wMeron OIIP wucnons3yerca s HUCCIEAOBAHUS
paIuKaIbHON OJIMMEPU3ALINH.

23 YTo Takoe CIIMHOBBIE JJOBYIIKHU U JJIsl YETO OHU NTpUMeHsitoTcs B J11P?

24 Kakum oOpazom OIIP ucnonb3yercss nisi M3y4EHUsT MEXaHUYECKOU U
(OTOOKHCIUTENBHOMN IECTPYKIIUU OJIUMEPOB?

25 B yeM 3aKII04aeTcss METO/] CIIMHOBOT'O 30HIUPOBAHUS U CIUHOBBIX METOK?

26 Kak ¢ moMOIIBIO CIMHOBBIX METOK MOKHO ONPEACIHUTH TEMIEPATypy
CTEKJIOBaHUs noyimMepa’?

27 Ilouemy wmHorue OIIP-3kcriepuMEHTBI NPOBOMATCS IIPU  HU3KHUX

TeMrneparypax?

Xpomamoczpaguueckue memoowt ananu3a

28 Ilouemy mpsMo¥ aHaIU3 MOJIUMEPOB METOJOM Ta30BOW XpomMarorpaduu
HEBO3MOXKEH?

29 KakoBbI OCHOBHBIE 00JaCTH MpUMeHeHHs [ X B aHamu3e MmoaumMepoB?

30 B uem cyTh nuposinzHoOi razoBoil xpomarorpaduu (ITup-I'X) u kakyro
uH(OpMAIMIO OHA MPEOCTABISIET?

31 Kakve mpoayKThl MUPOJIM3a XAPAKTEPHBI ISl MOJUMETUIMETaKpUIaTa

(ITIMMA) u nonuctupona (I1C)?
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32 B yeM OCHOBHOE MPEUMYILECTBO >KUIKOCTHON Xpomartorpaduu mnepen
ra30BOM MPU aHAJINU3E OJIUMEPOB?

33 OnummMre NPUHIMIT pa3JeieHUs B reib-MPOHUKaIoEel XpoMaTrorpaduu
(T'TIX).

34 Kakoil nmopsnok smoupoBanust MakpoMosekya B I'TIX (ot Gonbmmx K
MaJbIM WM HAa000pOT) U oyemMy?

35 Yo Takoe MoJIeKyJIIpHO-MaccoBoe pactipeneneaue (MMP) u moyemy ero
OIPEEIICHUE TAK BAXKHO?

36 Jns aHamM3a KakuxX TMOJMMEPOB MPUMEHSETCS HOHOOOMEHHas
xpomarorpacdus?

37 KakoBbl OCHOBHBIE IpeuMyIecTBa U HenoctaTku TCX nmo CpaBHEHUIO C
BOXX u I'X?

38 KakoBbl ocHOBHbIE 00sacTu npuMeHenuss TCX B aHanu3e MOJIMMEPHBIX
cucrem?

39 Kak c¢ nomompto TCX MOXHO KOHTPOJIHMPOBATH XOJ PEAKIUU
MOJIMMEpU3aLu?

40 ITouemy TCX He MOAXOAUT IS IPSIMOTO aHAJIM3a BBICOKOMOJIEKYJISIPHBIX

MOJIUMEPOB?

Tubpuonvie memoowt ananuza (Xpomamo-macc-cneKmpomempus)

41 B dYeM OCHOBHOE WPEUMYIIECTBO THUOPHUAHBIX XpPOMAaTO-Macc-
CHEKTPOMETPUUYECKUX METOI0B?

42 OnuummTe NpUHUKUI paboThl U 00acTu npuMeHeHus: nupoian3Hoil ' X-MC
(ITup-I'X-MC) nnsa ananu3a MoJIMMepoB.

43 Kakue 3amaun pemarorcs ¢ nomoibto XKX-MC B ananuze noamMepos?

44 Kakoil MeToJ Macc-CIEKTPOMETPUM YaCTO HUCHOJB3YETCSA ISl IPSIMOTO
onpenenenuss MMP nonumepoB u ouroMepoB?

45 Kakue TuIbl Macc-aHAJIM3aTOPOB Bbl 3HAETE M B YEM HMX OCOOEHHOCTH

(KBaapy1oib, HOHHAS JIOBYIIIKA, BPEMSIIPOJIETHBIN)?
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Memoowt 31emenmnozo anaiusa

46 J1ns kakux 1eseil MpOBOAUTCS 3JIEMEHTHBIN aHAJIU3 MOJIUMEPOB?

47 Ha3zoBuUTEe OCHOBHBIE METOJBI DJIEMEHTHOIO aHalu3a, TpeOyromue
POOOTIOITOTOBKY (pa3pyIIaroIiue).

48 Onmmmrte mpuHIUN peHTreHodryopeciienTHoro anamusa (XRF) u ero
MPEUMYIIECTBA JJIsl aHAJIU3a MOJTUMEPOB.

49 Jlnsa kakux uenei ucnonszyercs merogq CHNS-ananuza?

50 Kakoii meton mpoOOMOATrOTOBKHU SIBJSIETCS HanbOojee COBPEMEHHBIM U

s pexTrBHBIM 1151 MeTo10B ICP?

CmpykmypHbole Memoovl (DeHm2eHoCMpPYKMypPHblil AHATU3)

51 Ha xakoM (pu3nyeckoM sIBIIEGHUH OCHOBAH PEHTI€HOCTPYKTYPHBII aHaIH3
(PCA)?

52 3anumute U 00bsicHUTE yciaoBue bparra-Bymnbda.

53 [louemy nudpakrorpamma MoJIyKpUCTAIUIMYECKOTO MOTUMEPA COACPKUT
Y OCTpBIE MHUKH, U Pa3MBITOE TAJI0?

54 Kak ¢ nomouipto PCA onpenenstor cTeneHb KpUCTAIIMYHOCTH TOJIUMeEpa?

55 UYrto Takoe mosmmMopdusMm mnonumepoB? I[lpuBenure mpumep
(nomunponuneH, PVDF).

56 Kak PCA wucnons3yercss Ajisi U3YyYEHHUS] OPUEHTALUH MAaKpOMOJIEKYJ B
IJIEHKaX U BOJIOKHAX?

57 Kak c¢ nomompo PCA wu3y4aroT NOJMMEpPHBIE HAHOKOMIIO3HUTHI C

CJIOMCTBHIMU HAMOJIHUTEIISIMU ?

Memoowtl ananusza énarxcrnocmu

58 [loyueMy KOHTpPOJIb BIAXKHOCTH B MOJIMMEPAX KPUTUUYECKU BAXKEH IS UX

nepepadoTKU U IKCILTyaTaun?
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59 Kakue mnonumepbl HamOoJiee YYBCTBUTEIbHBI K THAPOJIUTUYECKON
JEeCTPYKIUN?

60 OnummTe CyTh IPaBUMETPHUECKOTO METOA ONPEAEIICHHS BIaKHOCTH.

61 B yem 3aKki104ar0TCsi OCHOBHBIE HETOCTATKU TPAaBUMETPUUECKOTO METOA?

62 OnummMre NOpUHUUI KyJoHOMeTpuueckoro meroaa Kapma @uiiepa.
[Touemy meton Kapina ®@uiepa cuuraercst «30J0ThIM CTAHAAPTOMY B ONPEACIEHUN
BJI&YKHOCTH?

63 Uro Takoe MeTox ucnapenus B ananuse no Kapmy ®uiiepy u KakoBbl €ro
MpeuMyIIecTBa?

64 Ha uyeM ocHOBaHbl audJIeKTpuyeckuil (emkoctHO#) Meron u NIR-
CIEKTPOCKOMMS JJIsl OTIPEEIICHUS BIAXKHOCTH?

65 Kakoit MeTo;1 Bbl ObI BEIOpAJH JIJIs1 TOYHOTO CEPTUPUKALIMOHHOTO aHAN3a,

a KaKo# JJIs 9KCIIPECC-KOHTPOJIsl y OyHKepa sKCTpyaepa?

99



TeMbl IpakTHYeCKUX padoT

HK-Dypve cnekmpomempus

A) 3agava: OnpenenuTb TUIT HEU3BECTHOTO MJIACTUKOBOTO U3enus (00pasily
Ne X) v moaTBEepAUTH €0 UICHTU(PHUKALIUIO.

Xon anammsa: C momopio TBEpAO(}A3HOW MPUCTABKU CHATH CHEKTP C
NOBEepXHOCTH oOpa3na. CpaBHUTh TOJYYEHHBIH CHEKTp C OMOJIHOTEKON
CTaHJAPTHBIX CIEKTPOB MOJUMEPOB. OmnpenenuTs MaTepHall MO XapaKTepHBIM
M0JIOCAaM MOTJIOIIEHHUS.

b) 3amawa: Ouenutrp 3¢pGdEeKTUBHOCT, paboOThl  cTabmwinMzaTopa B
MOJIUTIPONUIICHE MOCJIE TEPMOCTAPEHHUS.

Xon anamuza: C momompio TBepAo(ha3HON NPUCTABKU CHATh CIEKTP C
MCXOJHOTO 00paslia MOJUIpPOIUIeHa U 00pasla, MOJBEPrHYTOrO HAarpeBaHUIO B
tepmoctrare npu 150°C B teuenune 100 uwacoB. CpaBHUTH CHEKTPhI, OOpaTUB
BHUMaHUE HA MOSIBICHHWE M MHTEHCUBHOCTH MOJIOC KapOoHWIbHBIX Tpynm (C=0,
~1715 em™') u ruppokcunbHbIX rpym (O-H, ~3400 cm ). Cnenath BEIBOJ O CTEIICHU
OKHCJIEHUS.

B) 3apmaua: IIpoBecTH MOMYKOIMYECTBEHHBIM AaHANIU3  COAEpKAHUSA
HanosiHuTens (kapoonara kanblus, CaCOs) B HOJUITPONUIEHOBON KOMIIO3UIUY.

Xon anamuza: C momoiplo TBep0oGha3HOW MPUCTABKH CHSTHh CIIEKTP C
oOpasna. VMcnosib3oBath mosocy mnoriolieHus kapoonat-uoHna (COs*’) B obnactu
~870 cm'. IlocTpouTh KamMOPOBOYHBIM rpaduK MO CTAaHAAPTHBIM oOpaslaMm ¢
n3BecTHBIM cojiepxkanreM CaCOs 1 onpeaenuTh ero KOHIIEHTPA U0 B HEU3BECTHOM

oOpasiie.

Hoepnutit maznummnbwtii pezonanc (AMP)

A) 3agmaya: Omnpenenutb COOTHOUIEHUE MOHOMEPHBIX 3BEHBEB B

CTATUCTUYECKOM comojiuMmepe ctupoa u akpuiaonutpuia (CAH).
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Xon anamsa: M3yuuts 'H-AAMP cnextp o6pasua. Wnentuduimponath
CUTHAJIBI: apOMaTUYECKUE MPOTOHBI CTUpoa (6,5-7,5 M.J1.) U METUIIEHOBOU TPYTIIbI
akpunonutpuna (~3,5 m.a.). PaccuutaTh MOJBHOE COOTHOILIEHHE CTUpOJia U
AKpUJIOHUTPUIIA TI0O HHTETPAIIbHBIM HHTEHCUBHOCTSIM XaPAKTEPHBIX CUTHAJIOB.

b) 3apmaua: OxapakTepu3oBaTh TaKTUYHOCTH MPOMBIILUIEHHOTO 00pa3na
ITOJIMIIPOIIHIICHA.

Xon anammza: M3yunts "C-SAMP cnekrp. IIpoananusupoBaTh 00JacTh
CUTHAJIOB METHJIbHBIX Ipyn (~20-22 m.1.). Hanuune u COOTHOIIEHHE CUTHAIIOB JJ1s
METWIBHBIX TPYNI B U30-, CHHJIMO- U aTAaKTUYECKUX TpHaaaxX MO3BOJAT OLIEHUTH
CTEPEOPETYIISIPHOCTD IOJIUMEDPA.

B) 3anaua: UnentuduuupoBaTh KOHIIEBBIE TPYIIILI B 0JIUTO3(UPE HA OCHOBE
ATUJICHTJIUKOJIA.

Xox anammsza: Mzyuuts 'H-AMP cnektp oOpasua. MaentuduuupoBarsb
CUTHAJIbl METUJIEHOBBIX MPOTOHOB Iienmu M KoHieBbix rpymnm (-CHz2-OH). Ilo
COOTHOUIIEHUID MHTEHCUBHOCTEW CUTHAJIOB LENU U KOHLEBBIX IPYIII TOATBEPAUTH

NPUPOAY KOHIIEBBIX TPYMI U OLEHUTh CPETHEUNCIEHHYIO MOJIEKYJIIPHYIO MaccCy.

Inexmponnstii napamaznummuslii pezonanc (I11P)

A) 3apmauva: M3yunTh KUHETHMKY pacnaja paJuKalbHOIO HWHULHAATOpPA B
pacTBOpE IPU HarpEBaHUH.

Xon anamuza: IIpuroroButh pacTBOp HMHULIMATOPA B  WHEPTHOM
pactBoputene. [lomecTuTs B KBapueByto TpyOKy U YCTaHOBUTBH B CIIEKTPOMETP C
TepmocTtatupoBanueM. Harpesarb oOpasen u cHumath ciekTpsl DIIP uepe3 paBHbie
IPOMEKYTKH BpeMeHH. CneauTs 3a yMEHBIIEHHEM HMHTEHCHUBHOCTH CHUTHAJIA
panukanoB, oopasyromuxcs npu pacnage AVMBH. Ouenuts nepros nomypacmana.

b) 3agaua: OOHapyx uTh U UACHTUDULIUPOBATH PATUKAIBI, 00pa3yIOIIHecs
IPY MEXaHUUECKOM pa3pyIICHUH MoauMepa (Harpumep, Tediona).

Xox ananu3a: [lomectuts oOpazen noaumepa B ammyiy. Oxnanuts g0 77 K

(xkumkuit a30T). M3MenbsuuTh 00pasel] HeMmoCpeICTBEHHO B aMITyJie (MeXaHU4YeCcKast
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nectpykuusi). [leperectu ammyity B CieKTpOMETp U CHATH criekTp DIIP npu Huzkon
temriepatype. [lo ¢gopme crekTpa cmenaTh BBIBOJ O MPUPOAE OOpa3yrOIIMXCS
MaKpOpaJIHKaioB.

B) 3apmaua: Vcnonb3ys CHUHOBBIM 30HI, OIpPEACIUTh TeMIEpaTypy
crexnoBanus (T.) amopdHOTO IoIMMepa (HanmpuMep, MOJIMCTUPOIIA).

Xona ananmuza: BBecTu cTaOMIBHBIN HUTPOKCUIBHBIA pajuKan (CIHUHOBBIN
30HJ]) B MOJIUMEPHYIO TUIEHKY. 3anucaTh criekTpbl DIIP B nuamazone temiepartyp,
oxBaTeIBaromieM oxugaemyo T.. [IpoananusupoBath n3mMeHeHne GOpMbI CIIEKTpa
(OTHOIIEHHS] UHTEHCUBHOCTEM KOMIIOHEHT) OT TeMIiepaTyphl. Pe3koe m3MeHeHue

IMOABMIKHOCTH 30HAA YKAKCT HA TCMIICPATYPY CTCKIIOBAHUI.

Xpomamozpaghuueckue memoovt ananuza

A) 3anaya: Konm4ecTBEHHO ONpPEETUTh COJIEPAKAHUE OCTATOYHOTO CTUPOJIa
B 00pasiie MoJUCTUPOIIA.

Xon ananusa: TouHyr0 HABECKY MOJIMCTHUPOIIA PACTBOPUTH B TOJIyose. BeecTu
pactBop B mHxkektop I'X ¢ IIM]l. Mcnonb30BaTh METON BHYTPEHHETO CTaHAApTa
(manpumep, wu3ooktaH). [lo kanuOpoBouHOMY TrpaduKy, TOCTPOECHHOMY IS
CTUPOJIa, PACCUUTATh €r0 KOHIIEHTPAIIUIO B 00paslie.

b) 3apaua: Unentudunmponats miactudukarop B ruokom oodpasie [1BX.

Xon ananuza: [IpoBecTu sKCTpakiuio miacTudUKaTOpa U3 U3MEITHUCHHOTO
[IBX auytriioBbiM 3¢dupom. CKOHIIEHTPUPOBATH IKCTpakT. [IpoananmsupoBaTh
skctpakT metonoM ['X-MC. WnpentuduiupoBars muiactTugukarop (Hampumep,
TUOKTWI(TANaT) MO MacC-CIIEKTPY M BPEMEHHM YJEpP)KUBAHUS, CPaBHUB C
OUOIMOTEKOI.

B) 3anmaua: C nomompto ITup-I'X ycTaHOBUTB, SBJISIETCS JU HEWU3BECTHBIN
oOpa3zel] MOJIMMEPHOM TUICHKU MOJIUITUIICHOM WJIH MOJUIMPOIUICHOM.

Xon ananuza: IloMecTUTh MHMKPOKOJWYECTBO IUICHKHM B MHUPOJIHU3ED.
[IpoBectn nmuponu3 npu 600°C. Pa3zgenuts NpoayKThl NUPOJIA3a HA KaMIUIIPHON

KOJIOHKE. 3apeructpupoBarb xpomartorpammy. s IID xapakrepeH psn
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ankaHoB/ankeHoB, s Il  — wuHBIE NOPOAYKTHI (OUMEPBI, TPUMEPHI).
NnentuduuupoBaTh NoJuMep 1O NPOPUITIO TUPOIU3ATA.

I') 3amaua: OnpenenuTh MOJIEKYJIIpHO-MaccoBoe pacnpenenenue (MMP)
obpasina nosmmeTuiamerakpmiara (IIMMA).

Xon ananuza: PactBoputh o6pasen B Terparuapodypane. [IpoBectn ananms
meronoM [TIX ¢ pudpakromerpuyeckum jaerektopoM. CpaBHHUTH Bpems
YACPKUBAHUS C KaJTUOPOBOYHOW 3aBUCHMOCTBIO, MOCTPOCHHOM IO CTaHAapTaM
nonuctupoda. Paccunrats My, My, 1 unaekc nonuaucnepcuoctu (PDI).

) 3anaua: HccnenoBathb TUAPOITUTAYECKY IO JNECTPYKLIHIO
nosmdTUIeHTepedranara (I19T).

Xon ananmuza: OOpasnsl [I9T n0 u mociie TUAPOIUTHYECKOTO CTapeHUs
(HanpuMep, B aBTOKJIABE) pacTBOPUTH B Trekcadropusomnpornanoie. [Iposectu
anamu3 MerogoM [TIX. CpaBaute MMP. YMmeHblIeHHE CPEIHUX MOJIEKYJISIPHBIX
MacCc M YBEJIMYECHHE MOJMAUCIEPCHOCTH Yy 00paboTaHHOro oOpasla MOATBEPIUT
JNECTPYKLHUIO.

E) 3agaua: IIpoKOHTpoNHMpOBaTh TMOJHOTY NPOTEKAHUS  PEAKIHH
MOJIMKOH/ICHCALINH.

Xon ananuza: OToopath TpoObl U3 PEaKIIMOHHONW MAacChl B HaYajle U B KOHIIE
cunre3a. Hanectn mx Ha TCX-mnactuHky. PSnoM HaHECTH MSATHO MCXOAHOTO
MOHOMepa. Pa3Buth B moaxoasiien cucreMe pactBopuresei. [IposBuTh miacTuHKy
napaMu ona. McuesHoBeHHE NATHA, COOTBETCTBYIOIIETO MOHOMEDPY, B KOHEUHOU
nmpo0e yKaXeT Ha 3aBEPIICHUE PEaKIIHH.

XK) 3amaua: IlpoBecTn KadyeCTBEHHBIM aHAJIU3 OJIMTOMEPHBIX (PPAKIUN B
SIIOKCUIHOU CMOJIC.

Xon anamuza: Hanectu pactBop cmonbl Ha TCX-mmactunky. Pa3Buth B
cucteme pacteopuTtelneid. [Tocne BeicymmBanus 00padoTaTh IJIACTUHKY PEareHToM,
crienuPpUYHBIM K SMOKCUIHBIM rpynmnaMm. HaGmonaemas "nectHuna" nsareH Oyaer
COOTBETCTBOBAThH OJIUTOMEPAM C PA3HOU CTETIEHBIO MOJUMEPHU3ALIUH.

3) 3amaya: OOHapY>XUTh TMPOAYKTHI OKHUCJICHUS Ha IOBEPXHOCTH

COCTApEHHOTO ToJInoIepuHa.
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Xox ananusa: [IpoBecT CMBIB C MOBEPXHOCTU CTAPOTO U HOBOro oOpasia
noJISIpHbIM pactBopuTesieM. CkoHIleHTpupoBaTh cMbiBbl. Hanectn ux nHa TCX-
mIacTuHKy. Pa3BuTh u nposBuTh. [losiBieHNEe HOBBIX, 00Jiee MOJSPHBIX MSITEH B
poOe co cTaporo odpasia yKakeT Ha HAIMYre HU3KOMOJIEKYJIIPHBIX KapOOHOBBIX

KHCJIOT, AJIbACTUIOB U JIP.

Xpomamo-macc-cnekmpomempusn (XMC)

A) 3agaua: WaentuduuupoBaTh HEU3BECTHYIO MOJMMEPHYIO IUICHKY
MetoaoMm [Tup-I'X-MC.

Xon ananu3za: [IpoBectu nuponus obpaszua. [lo macc-ciekTpaM OCHOBHBIX
MPOAYKTOB MHpodu3a (MOHOMEp, JUMEPHI) HACHTUPUIIMPOBATH MOJUMED.
Hanpumep, 17151 nonrkapOoHaTa XapakTepeH MoHOMep OucheHon-A.

b) 3anmaua: YcraHOBUTH CTPYKTYypy oJiiromMepa B oOpaslie MOBEPXHOCTHO-
AKTUBHOT'O BEIIECTBA.

Xon ananu3a: [IpoBectu ananus obpasua MmetogoM XKX-MC ¢ nonuszanuei.
[Io m™acc-criekTpaMm OTHEIBHBIX XpoMaTorpaUyecKux IUKOB OMPENETUTh
MOJIEKYJIIPHYIO MacCy OJIMTOMEPOB M MPUPOIY KOHLEBBIX TPy MO Macc-pa3HuLe
MEXIY COCEAHUMH YJIEHAMU FOMOJIOTHYECKOTO psijia.

B) 3amaua: OOHapyXuThb MUTpAIMIO ITUTACTH(HUKATOpPA M3 YIAKOBKUA B
MO/ICJTbHBIN MUIEBON TPOIYKT.

Xona ananm3a: IIpoBecTH SKCTpakIMIO MOJEIBHOTO MPOJYKTa (Harpumep,
Macja), HaXOJIMBIIIETOCs] B KOHTAKTE C ymakoBKoi. [IpoaHanmu3upoBaTh 3KCTpakT
MeronoM ['X-MC. HpentupuuupoBarh IACTU(PUKATOP MO MACC-CIEKTPY U

MNOATBCPANUTL CI'0 MUI'PALIUIO.

Memoowt 31emenmnozo anaiusa

A) 3apaya: Onpenenuth coaepxanue Tsokenbix metaioB (Pb, Cd, Hg) B

IJIACTUKOBOM UTPYIIKE.
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Xoxa ananuza: IlpoBecT MHMKPOBOJHOBOE pasjioKeHHE oOpas3la B cMecu
a30THOM U TUIaBUKOBOM KucioT. [IpoaHanu3upoBaTh MOJIYYEHHBIH pacTBOP
meronoM ICP-MS. CpaBHHUTH NOJy4YEHHBbIE KOHUEHTpALMU C JOIYCTUMBIMHU
npeiesiaMu.

b) 3agaya: KonuuecTBeHHO onpeeauTh cojepxkaHue OpomMa B MOJTUMEPHOM
oOpas1ie, comepxarieM OpOMUPOBAHHBIN aHTUITUPEH.

Xon anamuza: IlpoBecTw aHanmM3 U3MEIBYEHHOTO oOOpaslla METOJ0M
penatrenodayopecrientHoro  ananm3a (XRF). HMcnmomb3oBath  KammOpOBKY,
MOJATOTOBJIEHHYIO JIst Opoma. Paccuntarh NporieHTHOE cojiepaHue Opoma.

B) 3amaua: Onpeaenuth snementHoiii coctaB (C, H, N, S) HeusBecTHOTO
BOJIOKHA JUIsl €ro TPEIBapUTEIBHON WASHTU(UKAIMU (HAIPUMEDP, OTIUIUTH
MOJIMAMHJT OT TIOJIUYpETaHa).

Xon ananuza: Cxxeub TOUHYIO HaBecky oOpasiia B CHNS-ananuzatope. 1o
IPOLIEHTHOMY COJEPKaHUIO 3JIEMEHTOB, OCOOEHHO a30Ta, CAENATh MPEINOI0KEHUE

O MPUPOJE MOJIUMEDPA.

CmpyKkmypHole Memoosvl U AHAIU3 G1AHCHOCIU

A) 3anmaua: OnpeaenuTh CTeNeHb KPUCTAUIMYHOCTA 00Pa3I0OB MOJUITUIICHA
BbicokOM mioTHOCTH ([TDBI) 1 HU3KOM MmoTHOCTH (ITOHIT).

Xon anamuza: CHsate audpaktorpamMmbl oboux o00pasioB. I[Iposectu
pazJiejieHre MMKOB Ha KPUCTAIUIMYECKYI0 U aMOp(hHYI0 KOMIIOHEHTY. Paccunrars u
CPaBHUThH CTEMEHH KPUCTAIUIMYHOCTU. Crenath BBIBOJ O CBS3U CTPYKTYpPHI H
CBOWCTB.

b) 3amaua: WnentudunupoBaTh KpUCTALIMYECKYIO ¢(a3y B IUICHKE U3
MOJIMBUHUWINICHPTOpHU/IA.

Xona ananmza: CHATH audpakTorpamMmy IIeHKA. CpaBHUTH IOJOKECHUC H
COOTHOIICHHE TU(PPAKITMOHHBIX MTUKOB C JTUTEPATYPHBIMU JAHHBIMH JIJISI O-, B- U Y-

a3 nonmumepa. OnpenenuTtsb, Kakas (asza sBIsSeTCs IpeodIIaIaroNnieil.
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B) 3agauva: M3yuuTh BIMSHHE OJHOOCHOTO PACTSDKEHHS Ha OPUEHTAIUIO
MaKpOMOJIEKYJI B MIOJUATUIICHOBOM IIJIEHKE.

Xon anammza: CHATP  Au@pakTOorpaMMbl  HEOPUEHTUPOBAHHOM U
OpUEHTUPOBaHHOU (pacTsiHyTOM) miueHku. CpaBHUTh MHTEHCUBHOCTU Pe(IIEKCOB,
HanpuMep. VM3MeHeHue COOTHOIICHUSI MHTEHCUBHOCTEW MpH BpallleHHH oOpasia
YKaK€T Ha BO3HUKHOBEHHUE TEKCTYPHI.

F) 33,[[3‘{32 Tounoe OIIPCACIICHUC BJIAJKHOCTHU T'MI'POCKOIINYHOI'O ITOJIMaMHaa-

Xon ananu3za: Mcnonp3oBaTh KyJaoHoMmeTpuueckuii metonr Kapna @umepa ¢
IIPUCTABKOM 11 HcriapeHus. [loMecTuTh HaBeCKy MoJuMepa B Iedb, HarpeTyro 110
150-200°C. BeicBoOOqMBIIAsICA BIara TpPaHCIIOPTUPYETCS B TATPOBAJIBHYIO STUEHKY .
PaccuuTaTh conepkaHue BOJBI.

) 3anaya: CpaBHUTH 3(PPEKTUBHOCTD CYIIKH NOJUKapOOHaTa B BAKyyMHOM
CYLLUJIKE.

Xon aHanu3a: B3aTe npoObI rpaHy 10 CyIIKU U yepe3 2, 4, 6 4acoB CyLIKH.
beicTpo mpoBeCTH aHaNM3 KaXAOM MpoObl € TOMOIIBIO MOPTATUBHOTIO
JIUBJIEKTPUUECKOr0 BJaromepa, MpeABapuTeNnbHO oOTkanuOpoBanHoro miusa [IK.
[TocTpouTs rpaduk "BIa’KHOCTH - BpeMsI CyLIKU".

E) 3anaua: OueHuTh paBHOMEPHOCTh pacpeiesICHUs] OCTaTOYHOM BJIaru o
CEUYEHHUIO TOTOBOTO JUTHEBOro u3naenus u3 [[19TO.

Xon ananmm3a: Mcnons3oBath NIR-criekTpoMeTrp ¢ ONTHYECKHMM 30HIOM.
[IpoBecTH CKaHMPOBaHUE MOBEPXHOCTH M3AEIHA U €ro cpesa. [Io HHTEeHCUBHOCTH
nmoJIOCHl  moriomieHus: Boabl (~1940 HM) mocTpouth KapTy pacupeeracHus

BJIAJKHOCTHU M BBISIBUTH BO3MOJKHBIC 30HbI C ITOBBIICHHBIM COJACPKAHNUEM BO/IbI.
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