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Haygso-Hccie[oBaTeIbCKOTO HHCTHATYTA - 7.V.1983

peannoaoﬁ OPOMBIMITICHAOCTH

METHOD OF CALCULATION OF PARAMETERS OF DISCRETE SPECTRA
' OF RELAXATIONAL PROCESSES IN POLYMER MATERIALS

Novikov I, A,, Chizhik A.I., Shabes S.V., Tarasov A. A.

Summary

A method of calculation of parameters of discrete spectra of relaxation times based
on the principle of regularization is proposed. The method permits to calculate the
exact amount of relaxational processes and decreases the error of determination of
parameters of spectra. Two variants of the method are worked out: with smoothing of
input data and without smoothing. The advantages of proposed method are confirmed
on mathematical models and by treatment of experimental data. -

VIR 541.64:543 (544+51)

HCCIETOBAHHE COCTABA OJIMTOMEPOB HOJHAJNKAJEHTEPEDGTAJIATOB
METOJAMH KHJIKOCTHON XPOMATOITPA®UH M MACC-CIIERTPOCKONIUY

I pyodcrosa T.H., 'ypvanosa B.B., Ilnewrosa A, II,,
ITasaoe A, B.,, Adoposa H.B., Paiideas I' . H,

MeromamMu aacopGuuonHOit xpoMaTtorpadnm u I'IIX B H30KpaTHYeCKOM M -
rpafiMeHTHOM pemuMax Hccaefosanbl MMP u pacupegenenue oo tunaMm QyHk-
IMACHAJLHOCTH OJMrOMEpPOB nonaAGyTHIeHTepedTaNaTa — HIPORYKTOB HepPeaTepH-
dmxanun aumermaTepedranmaTa 1,4-6yrampmonoM. IlokazaHo, 4TO B CMeECH
OpUCYTCTBYEeT DAJ COCRMHEHMWIl, B TOM 4mcjie maMeruitepedTanar, MOHO- X
‘merEgpoxcaGyrunarepedramaTsl m  onaroGyrmientepedranarsl. Pe3yabTaThl
XpoMaTOrpaQIecKOr0 aHAJMSA WOATBEDMAKICHH NpAMOH mpAeHTA(EKanuei
KOMIIOHEHTOB aHANASUDPYeMOH CMeCH MeTONOM MAacC-CHeKTPOMeTDHE OOJIeBOi
mecopbuye. . o

Tlpg mpopenennd JBYCTafHMHBIX DPONECCOB IONYIeHHS MONHANKAIEHTepePTaNaTOR
KHHETHKAa BTOPOH CTafiMA MPONecca — MOTHKOHTEHCAIME, a TaKMKe MOJCKYIAPHO-MACCo-
BHIE XADAKTEPECTHKA W CBOHCTBA KOHEWHOrO HOJMMepa B CYNIeCTBEeHHOH Mepe Ompenesd-
10TCA COCTABOM OJHIOMEpPHHIX OPOAYKTOB IepBOll CTafinM HpOmecca H AX pacHpefle/ieHneM
mo tEnaM QyEROEOHANBEOCTHE [1]. :

B macroamee BpeMsA [JIA aHAJA3a COCTABA OJHTOMEDPHBIX IPOAYKTOB IIMPOKO HCOOJb-
3YI0T METON KEAKOCTHOH xpomatorpadmm [2—5]. Ilpm arom B psAfe CIyYaeB BOSHEKAIOT
CepbesEsle TPYAHOCTH, CBA3AHHEIE ¢ HICHTHQHKANEe! ucCAeXyeMHIX coelmHeHmH. ddder-
THBEK MeTO BHACHTAQPHKATAN HEMeTYIHX, TEPMOTaONABALX OIUTOMEPHEIX COefHHEHT —
MacC-COEKTPpOMeTpAA moaenoit gecopbmme (MCII) [6]. Ommako sddextmerocts MCIIJ,
JUTA MpAMOrO aHAJM3a ONMCOMEPHBIX cMecell MOKa3aHA Ha OTPAHHYEHHOM KpYTe BeINecTB
(maopuMep, TIC [7], nonmnponnierrankone [8]).

JlurepaTypHrle faHHEBIE [0 HMCCIENOBAHUIO OJNMIOMEpOB NoXEGyTmIeHTepedTanmaTa
(IOBT) wpaitne memuoroumciennst [9, 10]. ,

B mactosmeii paGore npoBefieHO H3YIeHHE MOJEKYIADHO-MACCOBBIX XapaKTEPHCTHK
onmrofyTurenTepedTaMaTOB M MPHUPOAL MX KOELEBRIX (PYHKOHOHANLHEIX TPYOI ¢ OpHEMe-
HEH@EM METOMOB ;RHUIAKOCTHOX xpomarorpadmm n MCIIT.

B pafoTe mcciemoBaid o6pasmbl OMHroGyTHIeHTepedTAlaTOR, CHHTE3WPOBAHHLIX Iie-
pestepudmranumeii gumermntepedramara (JMT) 1,4-Gyrammmomom (BJ) mpm 180° =
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6 Prc. 1. XpoMaTtorpaMMbl HOpOAYKTOB B3aMMOJEMCT-
. Bua JAMT ¢ B]] upm ucxofHOM MOJBHOM COOTHOIIe-

Hau MonomepoB 1:1 gepes 10 (a) m 50 (6) munm

mocje HadalJa CHHTe3a. IIMKM COOTBETCTBYIOT OJH-

romepaM ¢ n=4 (1), 3'(2), 2 (3), 1 (4) u cTpyK-

typam (II)-0 (5), (I})-0 (6) u OMT (7). CopGent —

a MHKporess ¢ pasmepoM mop 50, 100, 500 A, smwoent —

xnop0£opM, Y®-pererrop ¢ A=254 HM

Puc, 2. 3asmcumoctm lg M omuroctupoios (1) u
oaqurobyranentepedranaros (II) or oTROCHTEIBHO-
ro yuep:mBaeMoro o6veMa Vory: TOIKM COOTBETCT-
BYIOT SKCHOEPMMEHTAJIbHO ONpe/leJeHHBIM 3HAaTeHH-
aM Vory g AMT (1) = ctpyrtyp (1)-0 (2), (II)-0
(3) u (II)-2 (4). A ~ sxcnepuMeHTaNbHEIe THKH, 5 —
npejfnonaraeMble CTPYRTYpel ¢ n=1-4. YcioBua
xpoMaTorpaupoBaHHA, KaK Ha puc, 1

LgM
36

) VIEL:

|7 =377
2, 8 UZET 22
UEM

h N

zut- s5 2 \

monyon

Pue. 1 ‘ - Puc. 2

pacmiaBe. JlusA OLEHKH MOJEKYJIAPHO-MACCOBBIX XapAaKTePUCTHK HPOZYKTOB peakuuud I
H3YYeHHA UX paclpefefeHdd M0 TADAM (YHKIHOHANBHOCTH HCIONB30BANH BHICOKO3Pdek-
THBHYI0 JRHAKOCTEYI0 xpoMaTorpaduic B SKCKII3HOHHOM M AJCOPOLHOHHOM pEMUMAX.
Hcenegopamdsa OPOBOAMIE HA KHAKOCTHOM XxpoMaTtorpadle BBICOKOro JaBaeHHUs (QUPMEL
«CmekTpa-duanrcy Moneap CII-8700 co cmekTpodoTOMETPHIECKHM HETEKTOPOM C JJIMHON
BOJIHEL 254 HM.

Insg aHanmH3a MOJMEKYJIAPHO-MACCOBBIX XaPAKTEPHCTHK MCMONL30BATM TpHU CTHparele-
BHie KoJoHKH (0,46X25 cM) ¢ pasmepom mop 50, 100 m 500 A. PacTBOopuTeneM CAyKUI me-
perHasnsil xmopogopMm. Koppeknuw 3HadeHHil yaep:HBaeMbXx 06beMOB V mIpoBORUIM C
HCHONBh30BaHHEeM BHYTPEHHETO CTAaHAApTa ~ TOoNyola. [ia onpemeleHuA paclmpefieleHUd
mo THIaM PYHKIHOHATLHOCTH HCHONL30BANE KOIOHKY (0,46X25 ¢M), HANOJHEHHEYIO CHIH-
rareneM «Jlmxpocop6 Si-60». AHanms TpOBOJUIE B TPAfHEHTHOM PEKEME ¢ MpPHMEHEHHEM
cMecu pactsoprTeneit TT'® + rentan. O6beM BROAEMOIT MPOGEL B 000MX CIydIadAX COCTAB-
agx 10 Miy, Kornentpauusa npobet 0,1 r/mm, 20°. Jua naentundHKanNN IHKOB Ha XpOMaTo-
TpaMMax HCIOONb30BAJAM HHAABHAyajbHble BemecTBa — IMT, nmu-(B-rugporcabyrumn) te-
pedTanaT ¥ TpEMep € THAPOKCHOYTHJIOBBIME KOHLIEBBIMA TpPYHOAMM, CHHTE3HPOBAHHBILN
wo metopmre paborsr [11].

Kax masectHo, B Gonpmuncrse cayuaes B ['IIX maGmogaercs IMHEHHAA 3aBHCHMOCTH
MeXAY yIepKHBaeMEIMH .00beMaMu pacTBOpuTedsa u Jorapudpmom MM. IIposepRy nuHeit-
HOCTH KAJIHOPOBOUHOIl 3aBHCHMOCTH [OAf NAHHOH XPOMATOrpaHIECKOll CHCTEMBI MPOBO-
U ¢ [OMOINBI0 CTaHAApPTHRIX o6pasmos IIC ¢ M,/M.<1,1 (papmer «Waters») u MM
B mHTepBasle 3HadeHmit 600—3000. :

Macc-cOeKTpst HOJeBod Jecopnumy HOJYTIeHH HA MAacc-CHeKTpoMeTpe ¢ [IBoiiHoi ¢o-
kycmpoBroil M8B80A («Xwuraum», Anonusa) ¢ KoMOMHEDPOBAHHBIM MCTOYHMKOM HOHOB (foje-
BasAg pgecop6nua — nodeBada HOHM3ATHA — DIEKTPOHHBIE yAap) M ¢ cHcTeMoill .o6paboTkm
maupbix. Memonbsosann BoAb@paMoBEIil smuTTep AuaMerpoM 10 MM, aKTHBMPOBAHHEBIAL
GemsonurpunoM. Ha sMuTTep HaHOCHIH MEHKpomIpHmeM 1 MKr 06pasma, pacTBOPEHHOIO B
xjopoopme. Macc-crieKTpsl NOXYYadN NPH [OTEHIHAJe Ha sMuTTepe 62 KB, yckopamomeM
Hanpsukenud 3 KB, npu pdspemennn M/AM~2000 (10% nmepexphiBaume) ¥ IpPH TeMIepa-
Type/P[CTO‘IHHKa monor 30°. Tok smurrepa uaMermiaca or 0 go 50 MA co CKOpOCTBIO
5 MA/MuH. :
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Crenyer mpefmolomuTh, 9T0 npm B3ammogedcrsad JIMT ¢ BJ] ofpasymorea cnemyn-
muae COeNHHEHUI ~ ONUTOMepHL:

H3C—0(0) C—CgHy—[—C(0)0—(CHy)s—0 (0) C—CoHy— [ —~C(0)O—CHj

(0)-n
HyC—0 (0) C—CeH, —[—C(0) O—(CHg)q—O0 (0) C—CyHy—];—C(0) O—(CHy), OH
(I)-n
HO(CH,)—0(0)C—CeH,—[—C(0) 0—(CHy)y— 0(0) C—-CgH—],,—C(0) 0—(CH,), OH,
(I)-n

rfie n ~— YUCHAO IIOBTOPAMIUXCA 3BEHbHEB.

YcaosHo omuroMepsr OyjaeM 0003HAaZaTh ABYMA nudpaMu: mepBasf, B CKOOKAX, COOT-
BETCTBYeT ONpejeleHHOMY Tuny kommeenix rpymm (0), (I) m (II), sropas ofosmamaer
YUCNQ 3BEHBEB n. )

Ha puc. 1 mpepcraBieHBI Iedb-XpOMAaTOIPAaMMbI IPOAYKTOB PEaKOW¥ LepesTepHPuKra-
mur AMT 6yTaHgzoloM OPE HCXOJHOM MOIBHOM COOTHOmeSMH MoHOMepoB 1: 1. Ilo ocu x
afcnmec yKasaHBI OTHOCHTENBHEIE yiep:KuBaeMsle 06beMbl Vorg, 0 OCH y ODAEHAT — HH-
TeHCHBHOCTH cHrHaja Y ®-geTeKTopa, HpOonOpNHUOHAJbHAS KOHOEHTPALMH BEI[eCTBA B CMe-
ca. [lonydennrle [JaHuble YKasplBAIOT HA HaJAYde B AHAIM3EDPYEeMOil cMecH HUBKOMOJIe-
KYJAPHBIX M OJATOMePHEIX. NPOAYyKToB. Ilukm 5—7 Ghuim mReATHGUIUPOBAHBL M0 HHIUBM-
" AyambHBIM BeImEeCTRAM COOTBEeTCTBeHHO Kak coegmuenme (II)-0, (I)-0 m OMT. Vaepmxu-
BaeMEIl 06'beM, COOTBeTCTBYIOI(UiI mHKY 3, COBHAZaeT ¢ YAepKUBAOMBIM 00BeMoM AIA
onxmromepa (II)-2.

Ina onpefenenma MM oXMroMepHBIX COeHHHEHHA HeOOXORUMO YCTAHOBHTE KalnmGpo-
BOYHYI0O SaBHCUMOCTh MEKMY YIAEp:KUBAEMBIMH oO0beMaMu ®m 3HaZeHAAMa MM oxmurome-
poB. 3apmcamocts lg M=f(V) pmas oamromeputix IIC ¢ M=600—-3000 wmmeer nunedmprit
xapakrep (puc. 2, kpmBaa I). OgeBmAHO, YTO AHMHeliHOCTh KAaJAEOPOBOYHOL 3aBHCHMOCTH
RomxHA cobmofaThea B aToit obmactm MM pmis mammoii xpoMaTorpadudecKoit CHCTeMBL H
INA APYrUX OJNErOMEepoB.

o pampeiM IlIX-amanusa wHAEBAAYANbHBIX coepmmenmit (OIMT, (I)-0, (II)-0 m
(I1)-2), ycTaHOBMIA KaANGPOBOYHYIO 3aBACHMOCTE I OXHTOAIKANeHTepedTaaTOB, HMEIO-
-myto BAR lg M=A+BVsry=5,65—3,92 Vora (pHc. 2, kpuBas II).

IMonyweHnas rpafyMpoOBOYHAA B3aBMCHMOCTH LO3BOJMIA HRCHTHQHOMPOBATEH IKCIEPH-
MEHTAJBHO Ha0mogaeMeie xpoMaTorpaduieckue NEKM NPA Vorp=0,750, 0,705 u 0,675.
Ouepnygo, 2170 muK 4 cooTmercTByer cMmecu oamroMepor (0)-1, (I)-1, (II)-1, mag 3 —
0)-2, (I)-2, (I1)-2, nur 2 — (0)-3, (I)-3, (I1)-3, mux I — (0)-4, (I)-4, (II)-4.

Tar kak Metof, I'IIX mo3roiaseT omeHATH Aums cpegede MM pasgenseMbIX Bemecrs,
OaA padbHeimeidl upeHTHGUKAOEM (PYHKIMOHAMBHOCTE OJUIOMEPHEIX TOMOJOIOB HCHOJb-
30BaJH aACOPGOEOHHYIO JKUAKOCTAYI0O XpoMaTorpadmio. ,

Jas moxGopa ONTHMANBHEIX yCHOBHE pasielieHUs 0JEroMepoB N0 (PyHKIUOHAILHOCTH
GBLI0 MCCIE[OBAHO MX DJIIONHOHHOE MOBEJEHNEe B 3aBHCHMOCTH OT 3HEPrHH aXCOpPOIMOHHO-
ro B3AHMOJEHCTBHA ITIOEHTA H OIHIOMEpoB ¢ cmiamkareieM. Mcmoan3oBaim claeiymoimue
cMecH pacrBopuTesieil; xmopodops : staron=98:2 (06.%) (A) [12];TT'® : renran : yreye-
maa kacaora=40:59:1 (B) [t1]; TT'® : rearaa=40:60 (B).

Cumech B npuMeHs/Iu B Ka1ecTBe IOCHTA HCXOAA H3 SHEPrHE ajicOPGUHOHHOrO B3au-
MOJeHCTBUA PYHKIMOHAIBHBX TPYIO OJIATOMePOB H PACTBOPUTENS ¢ COPOEHTOM € MCIOMB-
sosaumeM Tabumnm Cuaiifnepa [13].

Ha pmc. 3 mpeacraBieHsl XPOMATOTPAMMBI aHAJHM3HPYeMbIX HPOIYKTOB DeaKOUH Ie-
pearepudmrranum IMT Gyrangmodom. BujgHo, 970 OPH HCIOAL30BAHUA CMeCH A He NOCTH-
raerca HeoOXogBMOM . ahperTHBHOCTH pasfenennsa oauromepop Tmna (0) m (I). Ilpmmene-
HAe dAi0eATa DB MOMeT BHIBEIBATH KOPPO3HI0 MeTauidieckEX dacreft mpmGopa. B cay=ae
HCHONB30BAHAA CMeCH B pasfelenme BeINecTB YHOBRIETBOPHTENLHO, OFHAKO BelHKa HIpO-
JO/KUTEALHOCTh aHANH3A, COCTARNAIOMan ~1 9. UaenTndrranma NpoAyKToR GyKeT ommea-
Ha Emre. KpoMe TOro, HefloCTATHAME M30KPATHYECKOr0 pasfelieHHA cMechio B samiderca
HENOJNHOe pasjeleHHe XpoMaTorpapEdIecKHX 30H, PeTHCTPHPYEMHIX B Hauajlle XPOMaTo-
TPaMMEI, HE3KaA TYBCTBHTENHHOCTh O0OHAPY:KGHHA M DAasMbIRAHHE HOCIHEJHHX IHKOB. ITO
CBA33HO € pa3nuIHON afcopGOAOHHON AKTHBHOCTBIO UCCAeLyeMHIX KOMOOHeHTOB. C melhio
yCTpaHeEHNA yKAa3aHHBIX HENOCTATKOB MCIONL30BAJIM TPafiHeHTHOE JIWDPOBAHHE ¢ IPHMe-
HeHmeM OMHAPHOrO 9iI0eHTA THOA B.

Bouta mayueHa 3¢@eKTHBHOCTH pasfeleHUusS MPOTYKTOB HepedTepHPHKRANME OT CKO-
POCTH H3MEHEHHUs COCTaBa NOABMKHONM (aswl, T. €. UBMEHEHMEe COCTABA MORBHMHON Pass
B 3aBMCHMOCTH OT BPeMeHH paafieleHua (puc. 4).

Ilpu cpaBHeHMH HONYYeHHBIX PE3yJABTATOB MOKHO CHeNaTh BHIBOJ O TOM, UTO HIpH
CKOpPOCTH HOgbeMa TpagmenTa 4 06.% TI'®/mMumn (pme. 4, a) paspemaerca JAmb CpefHAA
9acTh XpOMATOrpaMMel, onmroMepst (0)-ro Tuma BeIxopar ¢ ¢poETOM pacTBOpHTENd, a GH-
(PYHKIHOHANBHEIE ONUIOMEDHI HE pa3sfeNAIOTCA. YMEHBIIEHHE CKOPOCTYM INOABEMAa rpa-
‘naenta Ko 1,5 06.% TI®/mmm, ynyumaer paspemeHge nuxop. ONTEUMAXLHON fABIAETCA
CKOpOCTh HmofkeMa rpaadenta 1 06.% TI'®/Mun, mpm sToM cOCTaB JMI0EHTA MEHAETCA OT
40 mo 60 06.% TI'O, opu H3MEHEHHAH CKOPOCTE MOJZAaTH amoeHTa or 1 mo 1,5 Ma/Mu=m, Ha-
gnHadg ¢ 14 MEH. »

Henonpaosanme TpagueHTHOTO dJIOHPOBAHUA cMechbi0 B IO cpaBHEHHIO ¢ H3OKpDHTHYE-
CKEM MO3BOJHJIO BIBOe COKPATHTH BPeMS aHAJIE33, YCTPAHHTH 3aTHArMBaHHE 30H, ofecme-
9HATE XOPOMIYI0 TYBCTBATENBHOCTH O0GHAPYKEHHA MOCIEAHUX IHKOE.

UpeATEPARATUA BOIIECTR ¢ NOMOWBI0 HHAHBHAYANBHBIX COEMUHEHHH MOKAasala, 4TO
naxg 1, 7, 13, 15 cooreercrayior AMT (I11)-0, (I)-0 u onuromepy (II)-2. NpenTudurannmio
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Prc. 3. Pasgenenne mpoayntos Bsammofeiicteus JIMT ¢ BJl ma cmimkarene-

BOil KonoHKe Si-60 mpE HCOONB30BAHMEM B KAYeCTBE aJWeHTA cMecH A (a) m

B (6). Ilmkm cootBetcTBYIOT R-Mepam (0)-0 (I), (0)-1 (2), (0)-2 (3), (0)-3
4, (0)-4 (5), (0)-5 (6) m onmromepam tama (I) (7-12) u (II) (13-16)
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Puc. 4, XpomaTorpaMMsl NPoAyKTOB peaknuu p3aumogeiictsaa JIMT ¢ Bl npu

HCIIOJB30BAHEA T'PAJIAEHTHOrO JIIOMPOBAHHA CMechio B mpm cxopocT: m3Me-

uenna rpagmenta 4 (a), 1,5 (6) m 1 06.% TT'®/mur (¢). Copbent — cHIAKA-
reisb Si-60. HosacHenus B Tekcre

OCTAJIbHBIX BelIecTB OPOBOJMIM CHeIYIOIIEM o0pa3oM: mouarasd, YTO Ccepuym NHKOB I—6,
7—12, 13—18 oTHOCATCH COOTBETCTBeHHO K TumaMm ojmroMepos (0), (I) m (II), mpemapa-
THBHO, HCHOAL3YA AaHAJHTHYECKHE KONOHKH, BBIACHAIN COefHHEHHA, COOTBETCTBYIOIMUE
KasKAOMY OHKY, M CHOMali HX Tellb-XPOMATOTPaMMEL. 3HaUeHAA YJEPKABAEMBIX 00HEMOB
TOYHO COBHAflANE €O 3HadenuaAMu Vyp AN paccunTanasix MM oamromepos onpefenennoro
THNA, a CMECh TPeX ONATOMEPOB C pPasNHIEHIMH KOHIEBHME IDYNIIaMA, IpenapaTHBHO
BhIeJeHHAA OpH afcopPOOEOHHOM aHAX@3e, UMela 3HAYCHHE YASDKABAEMOro 00beéMa IpH
reab-xpoMarTorpafEIecKoM aHANH3e, COBOAAOMEe ¢ SKCHEPEMEHTANBHOR Telb-XPOMAaTO-
TPaMMOil mceaeRyeMoii B paboTe CMECH ONKIOMepoB. :

U3 sKCHepEMEHTANBHEIX MaHHBIX MOMKHO CeNaTh BHBOJ O TOM, UTO pa3feleRde Ipo-
MCXOAHT He TONBKO 3a CUeT BI3AUMOMEHCTBHA ¢ Marpumeil copfenTta KOHOERBIX PYHKOHO-
HAJIBHHIX TPYHOO, A0 ¥ (PYHKOHOHANBHBIX TPYHON, COREPKAMHUXCA B ONATOMEpHON Nenmd.
910 mpuBOAKT K paspgeneHnio 10 MM B KamkIol cepMu ONMrOMepoB ¢ PA3MMIHBIMH KOHIIe-
BEIME PYHKIHOHAMBHBIMH I'PYIOaMHA.
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T'abauya 1
XapakrepHCTHUHbIe HOHN B MacC-CIIEKTPax noieBoii Aecopfmum cMecn oamrodMepos IIBT -

Tun M+H)+ (M+Na)+
OJMroMepa n Bpyrro-dopmyna M
. ' m/z
©) 0 (IMT) | CioHuO, 194 195 -
1 C2H2208 44 415 437
2 C3H3.00 634 635 657
3 CieHi604e 854 855 877
4 Cs3H53a020 1074 1075 1097
5 C10H70024 1294 1295 1317
() 0 Ci3H,405 252 253 -
1 CasHy:0y 472 473 495
2 C37:H 40043 692 693 715
3 CiuoH;52047 912 913 935
4 Ce1Hei021 1132 1133 ) —
b C13H760,5 1352 - - 1353 -
an 0 C16H2206 310 311 -
1 C2sH3:010 530 531 553
2 CioHoO12 750 751 713
3 Cs2Hss5045 970 971 993
’ Tabauya 2

Pe3yabTATH KOAMMECTBEHHOTO ONpe/leleANA COCTaBa MpORyKToB pearmuu [IMT
¢ GyTauauoaOM .

T CocTaB IPORYKTOB (BeC.%) IpX n
KOHIe-
BBIX TPy 0 I 1 l 9 3 % 5
0)} 6,1 6,7 47 1,6 0,6 013
3] 12,6 11,8 7,7 3,5 1,3 0,3
(II) 14,0 11,9 8,4 41 1,7 1,0
Tabauya 3

CpapHeHHe Pe3yARTATOB, MONYYeHHHX HDPH PA3IMYHHIX METONAX AHAIH3A TPOLYKTOB
nepesreprduxanuy IMT Gyrangnonom gsepes 50 Mue mocie HAYala CHHTE3A

M CoRepratne Cofeprcanne
MeTopn aHaNHIA n METOKCUIIbHBIX 6YTOKCHJIBHBIX
. rpynim, Moi.% _ rpynm, MoaL.%
Xamateckui * —_ 6,3 6,8
TMapodasnaas ocMOMeTPHS 385 — -
rnx 420 - -
Ancop6nuonHas MANAKOCTHAA XPOMATO- - 1,95 (AMT) 2,00 (BI)
rpadua - 1,55 (I)-0 0,85 (I)-0
: - 3,35 (n-Meps1) 2,06 (n-mepsr)
2 =6,85 3 =6,45

* JIaAHBIE IO XUMHMYECKOMY aHalnay mio6esano nperocrasiaedsl H. A. Xavanypunase.

. Jas npamoit afeETHGHKANAE 0JIMIOMEPHOI0 COCTaBa PEAKMOHHON cMecH mepnoil cra-
mom cuaresa IIBT memompaosaim Merox MCIIM.

B coerrpe MCII} o6pasma mepesatepmdmraTa HMEOTCA IHKH, COOTBETCTBYHOIIHE
HOHAM NPOTOHUPOBAHHBIX MONEKYN (KHBasMMONEKYINSPHBIC HOHBI), KOTOPHIE COCTABIAIOT
TP TOMONMOIEISCKAX PANA ¢ TOMOJXOrHIecKol pasHocThio 220 m/z, OTBEYARIMAX OJIATOMED-
HHIM HaGopaMm Tpex THOOB (Tali. 1).

3710 oTHECeHHE GHLIO MOATBEDKEHO CMENIeHUWEM COOTBETCTRYOMAX nuKoB Ha 200 m/z

" B coertpe IIBT 3a cuer ofpasoBanust KiacTepHEX moHoB (M+Na)*t mocie pmoGasnemmsa
NayCO; B pacTeop oOpasua B xiopoopme. Biamanme Ko6aBoKk HeOpraHMIECKAX coleil Ha
MCII[ obcy:xmanu paree [14]

Taxam ofpasoM, BaMum BHEpBHle IpPOBEfEHA NpAMAasg WACHTHPHKAUHUA OJIHELOMEPOB
NBT meromom MCIIJI. ITonyueHHBIe HaHHBIE MOJHOCTHIO HOATBEPKRAIOT Pe3yALTATHL Xpo- °
MaTorpadEIecKoro agaiHaa.
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Ucmonapays MeToR MHIKOCTHOR xpoMaTorpadum, ¢ ydeToM Ko3PUNACHTOB SKCTHHK-
UUH AHAMBMAYANAbLHBIX COCAHHEHHH ¥ OJHIOMEPOBR PACCYATANA KOJMIECTBeHHBI COCTAB
npofaykrop nepearepudmranuu IMT Gyranauonom, o6pasyoMEXCA B HCCHETYEMEIX YO~
BUAX cuHTe3a (Tali. 2), m cpaBHHIH ¢ pe3yNbTATAMH, HONYICHHLIMU APYTMMH MeTONAMH
(raba. 3). Ilpu 3TOM OKAa3alOCh, UTO OTKIOHEHUA B 3HAYCHUAX He UPEBHRIMIANT 5—10%.
Cegyer OTMETHTDL, 9TO0 M3MEHEHHe COOTHONICHHS MOHOMEDOE MOMKET LPMBONUTD K HHOMY
KageCTBEHHOMY U KOJIMYECTBEHHOMY COCTABY OJUIOMEPOB BINIOTH N0 MCYE3HOBCHHA Ka-
KOTo-Tm00 THIA COCRAHEHHI, . )

TaruM ofpa3oM, yaaugoe CcoyeTaHMe relb-XpoMarorpa@maeckoro, amcopGnmopEOre
merono ananmsa ¥ MCIIJl nossoasier uccienosars pacupenenenne no MM m tumam ¢yax-
IHOHAJBHOCTH CIOKHOM CMECH ONHTOMEPHBIX COSTHHEHIMIL,
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OONDUINWN

STUDY OF COMPOSITION OF POLYALKYLENE TEREPHTHALATES
OLIGOMERS BY LIQUID CHROMATOGRAPHY
AND MASS-SPECTROSCOPY METHODS

Prudskova T.N., Gur'yanova V.V,, Pleshkova 4., P.,
Paviov A.V., Adorova I.V., Faidel G.1I.

Summary

MMD and functionality types distribution of polybutylene terephthalate oligomers -~
products of reesterification of dimethyl terephthalate by 1,4-butanediol have been stu-
died by adsorptional chromatography and GPC methods. The presence of dimethyl te-
rephthalate, mono- and dihydroxybutyl terephthalates, oligobutylene terephthalates and
other compounds in the mixture is shown. The resulis of chromarographic analysis are
confirmed by direct identification of components of analysed mixture by mass-spectro-
metry of field desorption method.

VIR 541.64:541.18

HOIIPABKA HA CEKTOPUAJIBHOE PA3EABJIEHHAE B METOJE
CKOPOCTHOM CEMTUMEHTAIINT

Camapun A.&.,, Ilmaprman B. II.

B pesayanpTaTe Gosee CTPOrOro aHAIE3A HPOLECCa CeNUMEHTANAH MOJY-
9eHO HOBOE BEIPa;KeHHe IJiA NMOIMPABOYHOTO KoapdHnmeATa Ha CEKTOPHAINE-
moe pasGamiaeHme kc=z/zo, Ile £ X Zo — PACCTOAHEE OT OCH BpamleHHMA Po-
TOpPa A0 JABEGRYIIErocsa CJI0A B A0 MEEHCKa COOTBETCTBEHHO.

Ilpu mepecaeTe cefAMEHTOrpaMM, MONYYCHHBIX METOHNOM CKOPOCTHOH CeJHMMEHTALMH,
B KpuBHle pacOpefielieHAS N0 KOHCTAHTAM CefUMEATanMH miu mo MM BBOAATCA pasind-
HEe MONpPaBKH, B TOM YHCIe W HA CEeKTOpHadbaoe pasbammemme. HeoGxommMmocTh mociep-
HeX BBISBAHA TEM, UYTO BHYTPEHHWE GOKOBHIE CTEHKM KIOBETHI PACXORATCHA TMOJ YIIOM,
a YHCH0 MAKPOMONEKYNI B ABIKYIEMCH CI0e He MEHAETCA W MOIdTOMY MX KOHIEHTDALH:A
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