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MPSAMOM METOJ OITPEJEJIEHVSI COCTABA MHKJIFO3WOHHBIX
KOMIIVIEKCOB HA OCHOBE HNOJMITPOIIMJIEHOKCHUIA) U

B-IUKJIOJEKCTPUHA
E. N. ITonosa, JI. A. Kazapun, U. H. TonmuueBa

(kaghedpa 8bICOKOMONEKYNAPHBIX COCOUHEHUTL)

B Hacrosiineii padore nmpealiosKeH NMOAX0 K MOJHOMY ONPeIeIeHHIO COCTABA KOMILIEKCOB BKJIKO-
YeHUs1 HA TMPHMepe CHCTeMbl B-unKiIoaeKcTpuH—Toan(nponuieHokenn)—Boaa. Conepikanne Kax-
JI0T0 W3 KOMIIOHEHTOB OIIEHHBAJN HE3aBHCHUMBIM METOIOM: COIEp:KaHUe IMKJIONEKCTPHUHA OIpe-
JeJISLTH TOJISIpUMeTpHYecKn; momMepa — metonoM MK-cnexTpockonuu; Boabl — TEPMOTPaBUMET-

PUYECKUM aHAJIU30M.

[upoxo m3BecTHH KOMIUTEKCH BKItoueHus (KB) mukiro-
nexctpuaoB (L[/I) u monm(ankuieHOKCHIOB) (MOJEKYISIpHEIE
oxepenssi, MO), mpeacTapisromue codoil CTpyKTyphl, B KOTO-
PBIX JIECSATKM MaKpOLMKIOB HAHM3aHBI HA MOJIMMEPHYIO LEMb
[1]. Takme KOMIUIEKCH 00pa3yroTCs, Kak MPABUIIO, P CMe-
IIEHUN BOAHBIX PAaCTBOPOB KOMIIOHEHTOB, NP 3TOM HPOIYK-
TBI BBIIEILIIOTCS B TBepAyo (hazy. Anamm3 tBepasix KB moka-
3aj1, 9TO B UX COCTaB BXOOUT BOJA. MOJEKyJbl BOIBI BBIMOJ-
HSIOT POJb areHTa, 00eCNeYNBaAOIIEr0 KOHTAKT MEXAY
pacmonoxeHHBIMH BOodb menu L/l 3a cuer oOpa3oBaHHsA
MEKMOJIEKYJISIPHBIX BOIOPOIHBIX CBS3EH.

[To MHEHHIO CTIENUANHCTOB, pabOTAIOMINX B OOJACTH CYI-
paMoJIeKyJIIpHOM XUMuUH, onpenenenue cocraBa KB sBisercs
oflHOW W3 Hambojee TPyIHbIX 3ana4 [2]. B nureparype ommca-
HO HECKOJIBKO NPAMbIX U KOCEEHHLIX METOAOB OINpPENEICHUS
cocraBa KB. K uucny npsamuix METOLOB OTHOCATCS MOJISIPU-
METPUYECKUH, O3BOJIAIOIINNA OLEHUTh COAEpHKAHUE ONTUYEC-
ku aktuBHBIX LIJ] B cocraBe KB [3]; ucrmonp3oBanne H30TOII-
HO-MEYEHBIX MOJMMEPOB [4] U TepMOTrpaBUMETPHUUECKUI aHa-
nu3 (1o moTepe Macchl oOpasma KOMIIEKca B XOJA€ HU3KO-
TEMIIEpaTypPHOTO OT)KHTa Cy[IsIT O comepskaHud Boasl) [5]. K
YHCILy KOCBEHHbIX Memo008, TIO3BOJISIIOIUX ONPEAEIUTh MO-
JISIPHOE COOTHOLIEHHE KOMIOHEHTOB B KB, oTHOcuTCs Me-
TOJ, UCIIONB30BaHHBIN B paboTax A. Xapamga. OH COCTOUT B
N3yYEHUH 3aBHCHMOCTH MAacChl BBIJEIEHHOTO KOMILIEKCA OT
KoJn4yecTBa nobasnexHoro nomumepa [1, 6]. dpyroit koceen-
Hblll METOJ, TPEJCTABICHHBIA 3TON K€ TPYIIOH YUEHBIX,
ocHOBBIBaeTcs Ha JaHHBIX [IMP—cmexrpockonuu. CooTHO-
IICHNE «TOCTB» — «XO35UH» ONPEIEISIN, CPAaBHUBAS WHTCH-
cuBHOCTHh NUKOB P-umxnomekctpura (1H) u mMeTHibHBIX
rpynn nonu(npormieHokernaa) (ITT10).

Yarme Bcero BEIBOALI 0 coctae MO menaroTcss Ha OCHOBa-
HUY JAHHBIX IO COACPKAHMIO TOJIBKO OJHOTO M3 KOMIIOHCH-
TOB (kak mpaswio, [{/I). B myumem cinydae ompenensercs: co-
otHomenue 1[/] —monmnmep. Hanbomee oObeKTHBHAS XapakTe-
puctuka cocrasa MO BKIIIOYaeT ONpeneICHUE COACPKaHMUS
BCEX TPEeX KOMIIOHEHTOB (LHMKIOAEKCTPHHA, MOIUMEpPA U
BOJBI) HE3aBUCUMBIMU MeTOJaMH. B HacTosmed paborte Ha
npumepe cuctemsl B-11J1 — TIITO — Boxa mpoBezieHa TOJHAS
XapaKTepUCTHKA COCTaBa KOMIUIEKCOB BKIIOUEHUS; BIIEPBBIC
MpeUIOKEH MPOCTONH M OBICTPHIN CIOCO0 OIMpenereHus Cco-
nepxanust B komrurekcax 1110 meronqom MK-cnexrpockonmu.

IJKCNEePpHMEHTAIbHAS YacTh

B pa6ore ucmonszoBanu P-uuknogexctpun (B-111) dupmer
«Cyclolaby, TITIO ¢upmer «Aldrich» MM = 3500; oGpasbrl
MITO ¢upmer «\Wako» (smauenuss MM cootserctByror 1000,
2000 u 3000), 06300 mpenocTapieHnbie npod. M. Uuoe,
6e3 momomHUTENEHOW OYUCTKH. [IM®DA U 4eTHIPeXXIOPHUCTHIN
yraepox Mapku «4.m1.a.» U1 NaOH ¢upmer « Chemapol» (Ye-
XOCJIOBAaKHS) UCTIONB30BAIM 0€3 OYHCTKH.

Cunres xkomruiekcoB B-LIJI-TITIO mpoBoaniu Cleqyomnm
obpazom: HaBecky I[II1O maccoit 20,4 Mr pacTBOpsUIH B JIEHs-
Hoit Boxe (1,5; 2,5; 3,5 m 4 mu ms TII1O-1000, TITIO-2000,
[ITO-3000 u IIIIO-3500 cootBercTBeHHO). Ilocne moxHOTO pa-
CTBOpPEHUS IMMOJIMMeEpa K MOIYYeHHOH cucteme mobasmsmu 10
M1 oxnaxkaeHHoro 2%-ro pacrsopa B-IJI. Cmech BbLepKH-
Balll Ha Xxoyoxy He MeHee 12 4. OOpa3oBaBIIHIiCS OCaIOK
BBIACISIM LEHTPU(PYTUPOBAHUEM, IPOMBIBAIIM 2 pa3a XOJIOJ-
HOM BOAOH (3 MJI) M CyIIMJIN B BaKyyMHOM JKCHKaTOpe Hal
CaCl, 1o nocrosHHON Macchl. OTXKHI KOMIUICKCOB IPOBOMIIIH
B CymrmiibHOM mikady mpu temneparype 90° B Teuenue 4 d.

ONTHYECKYI0 aKTHBHOCTH KOMIUICKCOB M3MEPSUIM Ha IOJs-
pumerpe «BHUDKUIIPOIIMAILIl» A1-EIIO B K1oBeTe AIHMHOM
0,25 mm.

Hocmpoenue xanubposounoil npamou. TOTOBUIN CEpHIO
pactBopos B-LII 8 AM®A (0,14; 0,25; 0,35; 0,46; 0,56 u
0,66%), o6bemM Kaxaoro obOpas3ma cCOCTaBIAT 3 M.

0,25
0,20
0,15+
0,10
0,05

0,00

T T
00 01 02 03 04 05 06 07
o (B-UA), %

Puc. 1. KanubpoBouyHas KpuBas I ONpeeiaeHus
coxepxkanust B-IIJI moasspUMeTPHYECKUM METOAOM
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[TonydeHHBIE PacTBOPHI BBIAECPKHUBATIN B TCUCHHE | 4 IpH
KOMHaTHOM Temmneparype. M3mepsuin yrosn BpaleHHUs II0CKO-
CTH TOJIAPU3ALUM Ol PACTBOPOB. DKCIIEPUMEHTANBHbIE JaH-
Hble HAHOCHUIIM Ha rpauk B KOOPAMHATAX «COi, — KOHLEHTpa-
st B-111». KanuGpoBouHyO MpAMYIO TPOBOIUIN 110 METO-
ny HamMeHbIX kBagparoB (MHK) (puc. 1)

y = k*x + b; k = 0,0110 + 0,0004; b = 0,008 + 0,005.

Onpeodenenue cooepocanus B-L] ¢ cocmase o0bpasyos.
HaBecky xommiekca maccoil ~15 Mr pacTtBopsiiu B 3 M
JAM®A, BeiiepxkUBaIl B TedeHUE | 4 mpu KOMHATHOM TeM-
nepaType M M3MEpSIU O HOoJdy4eHHOro pacresopa. Ilo ka-
JTMOpPOBOYHOM KpHBOI onpezensuin koHnentpanuto L[] B pa-
CTBOpE W paccuuThiBanu maccoByro monto B-IIJI B cocrase
xommnekca, o (B-LU).

UK-crekTpbl 00pa3noB perucTpupoBail Ha CHEKTPodOTO-
Metpe «Specord M-80» dupmsl «Carl Zeissy (I'epmanus).
HccnenyeMblil pacTBOp MOMELIAIN B MUKPOKIOBETY U3 (hIIro-
opura (CaF,) Tonmunoi d =110 MKM U CHEUMaN{ Ha IPOITyC-
KaHHe MPOTUB BO3JyXa.

Hocmpoenue karubposounoil npsimoti. TOTOBWIN CEPUIO
pactBopoB III1IO B uetsipexxnopucrom yraepoae (2,18; 1,60;
1,25; 0,95; 0,64 u 0,32 mac.%), o0beM Kaxaoro oopasma co-
crasysin 500 mkn. Peructpuposanu MK-criekTpsl pacTBOpOB B
JManasoHe BONHOBBIX ducen 2700-3100 cv . ITo CIIEKTPY
OLIEHUBAJIM MHTEHCUBHOCTH MOJOCHI MOTIOIIEHHUS TPHU
2972 em™ (1); paccunThIBanu ONTHYECKYH MIOTHOCTH (D)

100-1
100

OKCHepUMEHTANbHbIE JJaHHbIE HAaHOCWJIM Ha TpadukK B KO-
opaunarax D — maccosas pona IIIIO B pacteope CCl,
(mpaCTBOP(HHO)). KanubpoBouHy0 MpsiMyI0 TPOBOIUIU TIO
MeToJy HauMeHblmx kBagparoB (MHK) (puc. 2.):

y = k*x + b; k = 0,181 + 0,008; b = 0,018 + 0,009.

D=-log

Onpeoenenue codepacanua I1I10 6 cocmase obpasyos.
Hapecky kommekca maccoir ~50 mr pactBopsinu B 1,5 mn
NaOH (0,2 N) u skcrparuposanu 500 mxn CCl,. Opranuuec-
KA{ CJIOM OTAEISUTH M moMmemand B kroBery. MK-criekTpsr 06-
pasmoB peructpupoBanu B nuamazone 2700-3100 eM T u pac-
CUHTHIBATM 3HadeHue D mpu 2972 em. Tlo KanOpOBOYHOI
KpHBOH ompezessiin MaccoByto pomto IITIO B pacteope CCl,.
PaccunteiBanm conmepxanue [1IIO B coctaBe KoMIUIEKca IO

bopmyne
797,5Mr-® (ITI10),% -100%
(D HHO ’[y — paCTBOp .
o (HH1O). 70 =2 1000 sorpap (ITTT0).%)

[puBenenHast Gopmysa HE YYUTHIBAET CTEIECHb IKCTPAK-
LUK TOJIMMEPa U3 BOIHOTO PacTBOpa B OpraHMYeckyro (asy.
CriertnanbHBIMU OTIBITAMH OBLIO TIOKA3aHO, 9TO U 00pa3IoB
MI10 ¢ monekymsapasiMu Maccamu otT 1000 mo 3500 ona co-
craBisieT 95-100%.

OO0cysxkneHne pe3yJabTaTOB

Ananu3 cocraBa KB Bkitowaer omnpezeneHue coiepxaHus
KaXJ0T0 U3 KOMIIOHEHTOB HE3aBUCHUMBIM MeTo7oM. B HacTo-
sieil pabore nmpoBeaeH aHalW3 KOMIUIEKCOB BKJIIOYEHUS
mexay B-IUJT u TITTO pasnuuHbIX MOJIEKYISIPHBIX Macc.
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Puc. 2. KanuOpoBouHas KpuBas sl OUPEACICHUS COACPKAHUSI
nonu(nponuiaeHokcuaa) merogom MK-cnekrpockonuu

Copepxanue 11J] ompenensin ¢ MCTIONB30BaHUEM TIOJISIPH-
METPHUYECKOI0 METOJa. DTOT METOA BIIEPBBIC NMPEIVIOKEH B
pa6ore [3] mns ompeneneHus coxepkanus o-, B- u y-1IJ1 B
coctaBe KB ¢ Tpex0I0YHBIMHU cOMONMMMEpaMH MO (ITHIIe-
Hokcun) — II1O. UsBectHo, uto 11J], mpencrasisrontue coboi
UKIMYECKUE OJINTOCAXAPUAbI, TIPOSIBISIOT ONTHYECKYIO aK-
TUBHOCTD (Kaxknoe 3BeHO L[J] comepxut 5 acuMMETPUYHBIX
aTOMOB yTiepona). B To »xe Bpems monu(ajJKkuiIeHOKCHIbI),
00BIYHO Hcroyb3yeMble aist nonydenuss KB, ontudecku He-
aKTHBHBI. V3MepeHne onTHYecKOW aKTUBHOCTH IPOBOJIWIN B
pacTBOpax KOMILIEKCOB ¢ KoHUeHTpauuel I/l He meHee
0,15 Bec.%. B nHacrosmel paboTe B KauecTBE PACTBOPUTEINS
nuist komrutekcoB B-1JJI-TITTO 6bi1 BeiOpan [IM®A.

YHUBEpCATBHBIM MOAXOAOM K ONPEIEICHUIO COAECPIKAHUS
nonuMepa B coctaBe KB sBisercs paspylieHue KOMIUIEKCA
IIEJI0YbI0 B BOAHOI Cpejie M 3KCTpakius NOoJMMepa B opra-
HU4YecKyro ¢a3y. B HacTosmeil pabore NpuMEHUMOCTh 3TOTO
MeTona Obla TMoKa3aHa Ha npumepe cucteMbl B-LIJI-TITIO.
OmnpeneseHne cojepkaHus MOJH(IPONUIEHOKCH/IA) TPOBOIH-
au Metonom UK-cmekTpockonuu. YIoOHOU pemopTepcKoi
IpynIold B MakpoOMOJIEKyJe TOJU(TIPOIHICHOKCHIA) SBIISIETCS
METHJIbHAS TPYNIIUPOBKa. BaneHTHbIE KoneOaHus METHIBHOU
TPYIIBl TPOSBISIOTCS B IUANa30HE BOJTHOBBIX wmcen 2700—
3100 cm ™, nedopmarionHsle koinebanus — B odmacta 1300—
1500 cv. Ha puc. 3 mpexacrapneH cnektp pactsopa III1O c
MM = 3500 B "eThIpexxJIOpuCcTOM yriaepoae. Kak BumHO U3
puc. 3, Hanboee NHTEHCUBHOHN SBJSAETCS IMOJIOCA C MAKCHMY-
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Puc. 3. UK-cnektp pacTBOpa moiu(nponuieHOKCHaa)
MM = 3500 B 4eTBHIpEXXJIOPUCTOM YTIepone
(O = 2,15 Bec.%)
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MoM mpu 2972 CM_l, COOTBETCTBYIOIAS aCUMMETPUYHBIM
BAJICHTHBIM KOJI€OaHMSM METWIBHOW Ipymnisl noiauMepa. OHa
u OblIa BbIOpaHa HaMU JUIsl KOJIMYECTBEHHBIX M3MEPEHUI.

[Tockonbky LI/l HEe comepx aT METUIIbHbIE IPYNIIUPOBKH,
MPUHIHIIAATIFHO BO3MOXHO ompeneneHue compepxkanus 110
6e3 pas3zereHns KOMIJIEKca Ha KOMIIOHEHTHI. {11 mpoBepkH
9TOI BO3MOXHOCTU PETMCTPUPOBAIU CHEKTphl TBEpIAbIX KB B
tabnerkax KBr. Oxazamnocs, uto MK-crieKTpsl TBEpABIX KOMII-
JIEKCOB MPOSIBIISIIOT CYIIECTBEHHBIE OTIMYHS OT CIIEKTPOB CBO-
6oxuoro IO B o6nact 2700-3100 cv . M3MeHeHue ¢dop-
MBI CIIEKTpa BBI3BaHO, IO-BUAMMOMY, U3MEHEHHUEM KOH)OP-
MalMOHHOTO COCTOSIHHS MOJIUMEPAa, UMEIOLUIUM MECTO IIpH
BKIIIOYEHUU IENH B KaHaJbl, 00pa3yeMble BHYTPEHHUMH I10-
noctsamu 11, a IMEHHO MEpexooM B HPENEIBFHO BBITSIHYTYIO
KOH(OPMAIMIO «ILTOCKOTO 3ur3ara» [7]. B cBs3u ¢ 3Tum Ka-
TuOpOBOYHAS KpHBAs C MCIOJB30BaHHEM cBoOomHoro III10O
HE MPUMEHHUMA ISl OLICHKH COJAEP)KaHUA IOJIMMEpa, BKIIO-
yeHHoro B KB. IloaToMy aisi 1OCTOBEPHOIO ONpENENECHUS
nojauMepa HeoOXOAMMO MIPOBOANTH Pa3I0KEHHE KOMILIEKCA.
C 3T0if menpi0 KOMIUIEKC 00pabaThIBaii MIENIOYBI0 B BOJHOU
Cpefe M KCTParupoBajId MOJUMEP B OpraHmdeckyio ¢asy. B
KaueCTBE OPTaHUYECKOr0 PacTBOPHUTENS ObLI BHIOpaH 4eThI-
PEXXIIOPUCTBIH YIIIEPONI.

Jns onpeneneHuss HHTEHCUBHOCTHU MOIJIOMIEHHUS NPH
2972 cm ' o6macth cnekrpa 2700-3100 oM oOpabaTsiBay
CIIeyIOIMHUM 00pa3oM: BBHIYMTAIN 0a30BYIO JUHHIO; CIIEKTP
annpoKCUMUPOBaIN 5 ['ayCCOBBIMU KPUBBIMH C MaKCHMY-
mamu npu 2800+8 cm ™, 2860 + 8 cm T, 290546 cm 1,
2935+3 cm ' u 297242 cm (puc. 4.); BBIACISUIH TOJIOCY
mpu 2972 M u paccuntsBanu D.

B mpenBapuTenbHBIX 3KCIIEPUMEHTaX OBUIO MOKAa3aHO, YTO
conepxxanue I1I1O B xommekcax 3aBucutT or MM monmumepa:
C POCTOM MOJIEKYISAPHOH Macchl «TOCTS» MBI Habmroxanu
yBeNnu4deHue ero cozpepkanus. OJHAaKO B X0J€ OYMCTKU IPO-
JIyKTOB MyTeM 00pabOTKU BOIOH mpH TemmepaTrype ~5° Ha-
0Jrofanoch YMEHBIIEHHE MacCOBOM JOJM TOJIMMEpa B COCTa-
Be KB. [To-BupnmMomy, 3T0 CBsI3aHO C HaJMYUEM H30BITOYHO-
ro xoiudectBa [1I10, agcopOupoBaHHOTO HA MOBEPXHOCTH
TBepnoil ¢asbl, popmupyeMoil komruiekcom. JlaHHbIe, COOT-
BETCTBYIOIIUE COJACPKAHHUIO IOJIMMEpa, BKIOUYEHHOTO B IO-
noctu LI/, m HE MeHsIOIMMecsS B X0A¢ MaITbHEHIIICH OYNCTKH
KOMIIIEKCa, MPUBEICHBI B TaOIHIE.

Kax ynmomuHanocs BbIIIE, BOJAA ABIISIETCSA BaKHOW COCTaB-
JAS0MEH KOMIIEKCOB, BBIIOIHAS POJIb MOCTHKOB MHPH

40 1
T, %
30

20

10

T T T T T
2700 2800 2900 3000 3100

Kl
v, CM

Puc. 4. UK-cnexTp pacrBopa monu(mponuieHoxcuna) MM = 3500 B
YETBIPEXXJIOPUCTOM YTIEPOJE, Pa30KEHHBIH Ha MHIMBHUAYaJIbHbIE

- 0,
nonocel (®,,, = 1,08 Bec.%)

Cocras komiuiexco Bkiaodenust B-LJI u IO pazauyasix MM

MM (TTNO) | o B-LyY), | o (M0), | o H0),% | =, %
% %

1000 86-5 85-05 75-05 102,0

2000 82-5 90-05 80-05 99,0

3000 84-5 92-05 87-05 101,9

3500 85-5 90-05 83-05 102,3

(hopMHpPOBaHUH CHCTEMBI BOJOPOIHEIX cBsizeld mexay LIJ]
BIOJIb MOJIEKYJISIDHBIX O)Xepenuil. be3 yuyactus Boxbl HEBO3-
MOXEH CHHTE3 3THUX CJIOXKHBIX MOJIEKYJSIPHBIX aHcamOieil. B
pabote [8] HaMu MOKa3aHO, YTO B XOAC ACTHIPATAIIMH KOM-
IUIEKC TPETepreBaeT CTPYKTYPHbIE NMPEBpAIICHUs: KPUCTAI-
JTUTHI, GOPMUPYEMbIE THAPATHPOBAHHBIM KOMIIJIEKCOM, OT-
HOCSITCSI K MOHOKJIMHHOW CHHTOHUU; MOJHOCTBIO JIETHIpaTH-
POBaHHBIN KOMIUIEKC HaXOAHMTCS B ME30MOP(GHOM COCTOS-
Huu. IlosToMy conepxaHue BOIbI ABISETCS BaXKHOM Xapak-
tepuctukoi KB. KonnuecTBo BOIBI B COCTaBE KOMILIEKCOB
B-IIA-TITIO oreHnBanu MO MOTEpe Macchl 00pasIoB B XOIe
OTXXHTa.

W3 Tabnuupl BUAHO, YTO JAaHHBIE IO COCTAaBY KOMIIICK-
COB, IOJYYEHHbIE Pa3HBIMH METOJaMH, YIOBJICTBOPHTEILHO
COBIAJAIOT MEXIy co00# (CyMMapHBI COCTaB JacT BEIUYH-
Hy, 6mu3kyto K 100%). CooTHOLIEHHE «TOCTE»—«X03sIMH» (~1
Mmonekyna I1J] Ha 2 3BeHa mosinMepa) HE 3aBUCHUT OT JJIMHBI
MOJIMMEPHOW LIENM BO BCEM HMCCIIEZIOBAHHOM HHTEpBAJle MO-
JIEKYJISIPHBIX Macc.

Takum oOpa3oM, B HacTOsIIEH pabOTe BIIEPBBIC OMpEHEICH
nosHbiit coctaB KB Ha mpumepe cuctemsr B-IIJI-TITIO-Boxa.
Ilokazano, uto ecau A ompeneneHus conepxkanus L/ u
BOZBI HE TpeOyeTcs MPEABAPUTENBHOE Pa3pyLICHUE KOMIIICK-
ca, TO HaJeXHOE ONpENEICHHE COACPKAHUSI MOITMMEPHOTO
KOMIIOHEHTa MOXKET OBITh MPOBEICHO TOJBKO MOCIE paszeie-
Husi KB Ha ucxonHble KOMIOHEHTHI. [IpeioskeHHblid B HACTO-
ameld paboTe MoaXoJ SBISETCS YHHBEPCAIbHBIM M MOXET
OBITH MCIONB30BaH JUIs onpexaenenus cocraa KB Ha ocHoBe
apyrux nonmumepos u L.

Pabora BemonHeHa npu puHaHcOBON noanepxkke PODOU
(xom mpoexra 00-03-32770).
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