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TlpuBefieBH JAHHEE O METONe ONpefiellcHHA MOJeKYNADHHX XapaKTepH-
CTHK mOAME306yTHIIeHA Ha OCHOBE COBMEINEHNA KUAKOCTHOTO XpoMartorpada
¢ aHaJHM3aTOpOM ABOHHEIX cBAseil (AJIC-4). IlokaszaHEI BO3MOMKHOCTH MeTO[a
B CpasHeHEA ¢ M3aBeCTHHMH B ompefenesnz MM m ‘MMP moammaoGyTuieHa.

Hapagy ¢ cosepmieHCTBOBaHHEM CHOCOGOB cMHTe3a HmOAHOMe(HHOB B IOCIe[Hee Bpe-
MA OOpefleleHHbBIE yCHeXW HOCTULHYTHI B pa3paGoTKe GLICTPHIX W TOYHBIX METONOB aHa-
nM3a 9THX OpOAYKTOB. OCHOBHHIMH XapakTepHCTHKAMH MoanonierHOB, B YaCTHOCTH
monun300yTHIEHOB, ABIAITCA MoOJekyiaspuble mapamerpst (MM m MMP) u cremems
HEHACHIOIeHHOCTH.

XuMuTecKEM MeTO[aM OHmpefelleHHAl CONEeKAHHA OBOMHEIX CBA3eil, HAIpUMep HOHO-
MeTpum [1], CBOMCTBEHHA HENOCTATOIHO BHICOKAS GyBCTBUTEAHHOCTH, KOTOPAS 3HAYUTENB-
HO LOBHIINEHA OPH HCHOJb30BAHAH BMECTO TajOreHOB 030Ha [2]. JlAmTeNbHEBIE, TPyR0eM-
KHe H He Bcerja IpHUMeHHMEIe MPOmMeAypH mo ompefexenuio MMP moammepos dparxmmo-
HEpOBaHHeM (3] MOCTemeHHO BHITECHAIOTCA Oollee TPOTPECCHBHEIM CHOCOGOM — Pelb-Xpo-
MmaTorpadmeit [4], a m3MepeHHe CpeAHETHCIECHHLIX 3HATCHHE MONEKYMADHHIX Mace M,
KpHockomueii u a6ymimockonmmell — MeTOOM H3MepeHMs TeINOBHIX dthdeKToB KoHAeHCA-
noz (MTIK) [5].

B paGotax [6, 7] Ha ocHOBe coBMeINeHMs >KHJKOCTHOTO XpoMaTtorpada co cmemudm-
9eCKHM [ETEeKTOPOM HA HEHACHIMIEHHBIE COeAUHEHWA (aHANH3aTOp [BOMHBIX CBA3eH
(AC)) npeiokeH YHHBEDCAJNBHEIH METOH, IO3BOJANINEN OONYIATh Gollee IIyOORYIO
undopmanuio o MMP nonmMepos B cBfA3M co cremeHbI0 WX HeHachleraocTd. Kpome Toro,
paspa6orammknii B pa6ore [6] cmoco6 fgaeT NPUHNANHAJBLHO HOBYK BO3MOMKHOTH Kamul-
POBKH rexn-xpoMarorpada.

B HacroaAmieil paGoTe OPUBORATCA AAHHEIE, MWINICTpupyoomue 3@PeKTHBHOE NpUMe-
HeHHe cmocofa miaa aHaumaa moaunsoGyrmiaencs (IIHB). :

Meroanka axcmepuMenra. 3HadeHHme M, cTemeHp HeHachlmeHHoctu ¥ MMP IIUB
onopefenanz Ha npmbope AJC-4 u remb-xpoMartorpade, comemennoM ¢ AJIC. Ilpumene-
mHe coenuadEIecKoro meTekTopa Ansa amanusa MMP IIMB, copepamux ofEy KOHIEBYIO

CBA3K >C=C< » IO3BOJAET CBECTH TPYROEMEMH IPONece MOCTPOCHHA Kanub6pPOBOYHOrO

rpadura K mpocroii sapgade, TaK Kak 3HaueHMe M, B i-if rouke xpmeoii MMP oupemens-
€TCs OTHONIeHMEM BECOBOM NoAM 06pasia w; K KOAMYECTBY O30HA, BCTYNHMBOIOrO B peax-
OUI0 H 9KBHBAJIGHTHOe KoamuecTBy cBsseii >C=C<. [na storo mramy umpmbopa AJIC
KatuOpOBaNi B ENMHANAX KOHIEHTpAmuM 030HA. HanuOpoBKy OpOBOAMIN WPH IOMOIIH
pacTBOpa CTHALOEHA B UeTHIPEXXAOPHCTOM yriepofe (cer=1,0-10-5 moan/caud), wotophiit
BBOJIMJIM B PEAKTOD HPH Pa3iMIHBIX KOHOEHTDANUAX 030HA B O30HOKHCIODONHON CMeECH.
Pacxom raza cocraBiaser 0,74-10—% a/c. OupefeneHHON KOHIEHTpPamum o030Ha (co,), KO-
TOPYI0 PAcCYMTHIBAJE MO0 DNIOIMAfM HLKAR HpPH O30HONH3e CTUAbOEHA, COOTBETCTBYET
KOHKpeTHOe YNCJeHHOe 3HAaYeHHme ho, HA IIKajde mpmbopa. Iloxyuyensas rpaduaeckan
33BHCHMOCTH (pHC. 1) MO3BONAeT B NanbHeHIIEM ONPEfENNTEH Co, B NGO TOYKE 030HO-
rpaMMBI 0 UHTEHCHBHOCTH IHKa TOTJIOIMEHHAs 030HA.

Hns ompememenug Becoroit fgonwm IIUB w; B HCKOMOH TOYKE CTPOHMTCH 3aBUCHMOCTD
MHTEHCHBHOCTH NHKa 00pasma moauMepa, PHrCHpyeMOro pedpaKTOMeTpoM, OT KOXMUe-
cTRa ero B mpobe (pme. 2).

C aroit mensio pacrBopel moamMepa B rentase (0,01—0,2 Bec.%) BBOAWIm Hemocpen-
CTBEHHO B pe()paKTOMeTp, MOAYA KOJIOHKH Telh-XpoMartorpada.

ITocTpoenne ynumepcaasHoro kKaauGposounoro rpafmra. TmomuAble KpHBHE rejib- K
030HOTPAMM IpefcTaBleHH Ha puc. 3. Jia NOCTPOCHHA YHHUBEPCATbHOTO KAIHGPOBOYHOIO
rpaduka, Beobxommmoro mas amammsa IIB ¢ QVNKOHOHANBHOCTRIO, NpeAcTABICHHOM

HapPARY CO CBA3AMHE /C=C\ H JpPYTMMH TPYNOHPOBKAMH, BHOHpaJE pAN TOYeK Ha
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kpupoit MMP & npm momomu KammGpoBounbix rpaduxos (pme. 1 m 2) ompefexanm coor-
BeTCTBYIOIIEE 3HAUEHHA W; M Co, OTHOMEHHE KOTOPHIX faeT 3HAYeHme AM; YdcheHHEIe
3HaYeHHA STHX mapamerpoB Aiua obpasma IIUB (puc. 3) mpencraBaeEm B TaGi. 1. HMomy-

— o
cg, 0 ,‘7/'10/117//1 ¢, bec. /o

1 ! ' L

50 w0 A 790 200 t,mm
Pmc. 1 Prc. 2

Puc. 1. 3aBUCEMOCTh MOKA3aHMA MKaIEl NpuGopa A OT KOHIEHTPALUH ¢ 030HA

Puc. 2. 3aBHCHMOCTh HHTEHCHBHOCTH IHKA o0pasma OT €fo KoimdecTBa B mpofe
‘ OpPH pa3ImYHON YYBCTBHTEJIBLHOCTH pehpakToMeTpa (I—3)

) ==

~
6 740 2w 0 70 740 Vip, ma

Pnc. 3. T'ems- (I) w oaomo-xpomaTtorpaMmsl (Z) oGpasmor
NMUB npm M,=1170 (a) ® 970 (6). Crpeaxoii morasan
BBOJA TPOGEL

norapndm{:ﬂqecxag amaMopgosa amaveHmit M; OT IMOEHTHOIO 06BeMa V,; HmpeAcTaBieHR
Ha pHC, 4. . . .

Jns mposepru TouHocTH Meroga XpmBas MMP ofpasma IIUB (M=970) Gmna obcum-
TAHA DAapajUIeNbHO TPEMsS HE3aBHCHMBIMH MeTONaMHM: W3 KANAGPOBKH, HOJNyIeHHOH Ha
ysrmx Opaknuax [IUB; uz xanuGpoBKkH U0 3aBHCHMOCTH ¥s DAC. 4 W ®3 pacdera IO
ONMCAHHOMY B HacToAmieil paGore MeTony.

Kar BzgHO W3 pme. 5, MCHOML3OBAHEE CHeNE(PUIECKOro HETEKTOpa WA pacmadpoBKH
kpuBbix MMP nossomser GBICTPO H Hajie:KHO OmpeNenuTh s@atenne M; B moGoi Touke
XPOMATOTPaAMMEL, -

YemoBus amamnsa o6pasmoB: HIIOEHT #-TelTAH, CKOPOCTH BAIOAPOBaHEA 1,4 cxd-mun—1,
ronoHKE (d=0,8 cm, =120 cux), copbent — cruporens 2.102, 5-102, 1.10% A, 20°, Temme-
paTypa sdeiixm osomoamaa 0°. .

Cpennee sEauenme M, ompefenann npda momomu mpuGopa AJIC-4 W coBMecTHOH 06-
paboTKH 030HOrpaMM M TeNb-XpoMaTorpaMM. [l CpaBHeHHsS HCOONH30BANH METOZEH
HOJOMETPAM B U3MEPEHW TennoBbx 3QeKToR KOHXEHCAMHY.

Pacgersr mo Metofy AJC nporogmim mo dopMyaam

cr
cc'rVnpSoﬁpr

M,= 1/D'; D= .
" SCTVgGquoﬁp
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rie D ~cTemenp HEHACHILIEHHOCTH; Cer — KOHUGHTPANUA CTHARGEHA; VipCT, Vﬁgp, Ve —

00BeMbl pod cTuIbGeHa, 00pasma, PacTEOPHTENA COOTBETCTBEHHO; Sosp M Sy — MAOIIANI
nurop obpasna u cTHAbGeHa; ¢ — HaBecKa OpoOsr (B rpamMax). [lonydeHusie pesyiabTaTH
apuBeReHsl B Tabm. 2, .

CraTicTu4ecKie H3MePeHHA BeIHAIAH M, Pa3THYHBLIMH METOJAMH NOKa3aju yAOBIeT-
BOPHTENBHYI0 CXONMMOCTH pe3ynpTaroB. OfHAKO pAN Cepbe3HEIX MPEeHMYIIeCTB, BBICOKAA
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a0 20 Vapo Mt 2 5 M,-10 4
Prc. 4 Puc. 5

Prc. 4. 3arncumMocTs MorapuMoB 3HaUeHHHA M, OT 3J0EHTHOTO 06BEMa

Puc. 5. MMP. o6pasma (M,=970), momyyeHHBle pDACUETHHIM IIyTeM O030HO- M TeJb-
xpoMatorpamm (I); u3 KamabpoBKH N0 OOHCAHHOMY MeTtony (2) m m3 KammGpOBKH, mo-
JyuenHON Ha @parn@ax (3)

9YBCTBHTEMLHOCTE Meroma (1078 2/ma mpotuB 10—* 2/ma pua UTIK), celleKTEBHOCTL B
BBICOKaA CKOPOCTh DEaKIUH O030HOMH3a, BO3MOMKHOCTh MCIONB30BaHHA o6pasmos IIUB c
JOCTaTOYBO BHICOKEMH 3Ha4YenuAMu M, (g0 108—107) mO3BOJAT roBOPUTH O COBMENMeH-

Ta6nmma 1
ITapaMeTpst [uIA WOCTPOEHHA YHABEPCAIBHOrO KajaabpoBounoro rpaduxa
v HHTeHCHB- h 108
) b wi, ) -10s, = v
T, M::)li[ l‘l’g‘c;;eﬁi?g : Beé.% »?;t m()):n,/.a M lgMi
53 77 16,5 0,010 2,8 0,1 10000 4,0000
58 84 95,0 0,058 11,5 0,8 7250 3,8603
63 91 139,0 0,087 27,0 2,2 3960 3.5960
68 98 157,0 0,100 46,0 3,2 3125 3,4942
73 105 1435 0,090 59,0 3,6 2500 3,3973
77 112 126,0 0,080 113,5 6,7 1190 3,0755
83 119 89,0 0,056 82,5 5,2 1076 3,0294
88 126 53,0 0,032 49,0 3,3 969 2,9863
93 133 25,0 0,014 34,5 2,3 669 2,7816
98 140 15,0 0,009 26,5 2,2 409 2,6117
Ta6bxmma 2
Cpasunreannsiit asasms obpasuos MUB
My, no metony Gonepmaxne:gg 3o/iﬁ >C=C<
36y IINOCKOIM HTIK AJlC P aTorpaN wogomerpua | AAC
500 510 500 520 71 7,0
540 560 550 560 6,8 6,9
630 700 690 710 5,2 51
800 820 820 . 820 4,5 44
820 840 840 850 4,2 4,2
920 940 930 940 3,9 3,8
940 950 950 950 3.9 3,6
980 1000 1000 990 3,8 3,6
1150 1210 1200 1200 3,0 2,9
1200 1250 1210 1200 2,9 2,5
1450 - 1500 1480 1510 2,5 2,3
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ueix ¢ AJIC xpoMatorpauyecKHx MeTORax HU3MEPeHHA MOJEKYJIADHHIX XapaKTepHCTHK
ITUB xak o Gojlee mepPCHEKTHBHEIX, CKOPOCTHEIX ¥ YHHBEDCAIbHHIX.

HenonszoBaBne paspaGoramHoro Merofa Ais aHaamsa oGpasgos IIHB. Meron mcmoas-
30BaH ANg aHaimaa oOpasmos IIHB, ycloBHA cHETe3a KOTODPHIX JOOYCKAaNH 3HAYHTENbHBIE
OTKJIOHEHMA OT 3aJaHHOLO TeMIePATYPHOTO PeKEMAa H, KaK Clie[[CTBHE, CyI[eCTBEHHEIA

. pasbpoc sHagenuii M; [8].

VYrasaHable OTKIOHEHHA — CJIECTBUE OBICTPOTEYHOCTH peaKiMu MOJHMEPH3ANEE M30-
Gy'mnena, IPOABIKNTCA, HAalpAMEp, OpPpU TOY€TIHOM BBEICHHH KATAJNH3IATODA B OTHIRBEIPH-~
94eCKYI0 peaKIMOHHAYI0 30HYy. Hak BuAHO M3 pHC. 6, MO AJNHHe M INMPWHEe PEARIUOHHOH

7—.
i Z L8 pali)
204 . 7
‘ 7 . ) | Z n,:i(l)
/4 Jq tem(2)
Puc. 6 Pnc. 7

Puc. 6. 3aBHCHMMOCTh M3MEHEHHA TEMIEPATYDPH pPeaKmHOHHOH MaccH MO pa-
gaycy peakropa (/) m miame (2)

Puc. 7. 3aBucumocts ¢yskmum MMP or xommenrpanmu WUB B mcxommoit
eMecH 2,50 (I); 5 (2); 7,5 (3); 10 (4); 15 (5); 17,5 (6) m 20 Bec.% (7)

30HBI HMeeM H3MeHEHHe TEeMIepATYPHOTO peKuMa M BCIeJCTBRHE 3TOT0 — m3MeHenme MMP
OOJNMMEPHOro MPOAYKTa.

Ha pmc. 7 nmokasana sasucumocts ¢yErnmn MMP B KoopauHatax g p.(j) oT j or
KOEIeHTpaHuu u3o0yTuieHa. Bupwo, 910 ysenndenue cofepKaHUA H300yTHICHA B MC-
XOfHO# cMmecH oT 2,5 mo 20 Bec.% okasmiBaeT cyinmectsenHoe piuanue Ha MMP IIUB sa
C9eT HAKOIVICHUA HU3KOMOXeKylnapHo# (paxmunm. OueBupHO, 4TO M3MEHEHHE HAYAABHOR
KOHHeHTPaUu#d MoHOMepa Biamser Ha MMP dwepes HeogHOpomHOE TeMmepaTypHoe Nole
peaknmu. B ofoux caydagx mpuMeHesme paspaGoTaHHOIO MeTOfa MO3BOJAIO LOMYIATE,
HeoOxommEMyl0 MHEQOPMALMI O MONEKYIAAPHEIX XapaxTepucrukax IINB memocpepcTsenso
B X0fie SKCHepUMeHTa.
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AN EXPRESS METHOD FOR DETERMINATION OF MOLECULAR
CHARACTERISTICS OF POLYISOBUTYLENE
Poznyak T.I., Lisitsyn D. M., Novikov D.D., Berlin Al. Al.,
D’yachkovskij F.S., Prochukhan Yu.d., Sangalov Yu. 4.,
Minsker K. 8.

Summary
The data have been adduced about a method for determinaion of molecular cha-
racteristics of polyisobutylene. This method consists in the combination of liquid chro-
matograf with analyzator of double bonds (ADB-4). The possibilities of the method were
demonstrated in comparison with the familiar ones for the determination of MM and
MMD of polyisobutylene.
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