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[IpoBeneHa cpaBHUTENBHAS OIIEHKA CIIOCOOOB OUMCTKH N-IMKIOTeKCHIMaaenMuaa. [loka3aHo, 4To KOMOMHHUPOBAHHAS CXeMa
OYHCTKH, BKITIOUAFOII[Ast IEPETOHKY C BOSIHBIM ITAPOM U ITOCIIEIOBATEILHYIO IEPEKPUCTATITU3AINIO B OPraHUYECKUX PACTBOPUTEIISIX
Pa3UYHON TOJSIPHOCTH, TO3BOJISIET IMONYYaTh N-IUKIOTEeKCHIMAICHMHU C COJACPKAaHHMEM OCHOBHOI'O BEIECTBA HE MeEHee
99,5 mac. % u ¢ BeixogoM 70—80 mac. %. OUHIIEHHBIA O MpeAyIaraéMoi CXeMe MOHOMEp HE CONEPKHUT MOTMMEPH3aINOHHO-
AKTUBHBIX W OKpallnuBaromux HpHMeCGﬁ, YTO MO3BOJIACT IMOJYYaTb Ha €ro OCHOBE OINTHUYECKH HNPO3PAYHBIC MCTAKPUIIOBBLIC
COIOJIUMEPHI C MOBBIIICHHON TEIJIOCTOWKOCTHIO.

Kniouesvie cnosa: N—HI/IKHOFGKCI/IHMaHCI/IMHZ[, OYUCTKA, [ICPETOHKaA € MapoM, IIEPCKPUCTATIIIN3AUA

Experimental evaluation of various methods for the synthesis of purified N-cyclohexylmaleimide was carried out. It was shown
that the monomer obtained by the combined purification scheme, including steam distillation and sequential recrystallization in
organic solvents of different polarities, allows to obtain N-cyclohexylmaleimide with the content of the main substance of at least
99.5 wt.% and with a yield of 70-80 wt.%.

The monomer synthesized according to the proposed scheme does not contain polymerization-active and coloring impurities.

It makes it possible to obtain unpainted methacrylic copolymers on its base with high heat resistance.
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Beeoenue

OnHMM U3 OCHOBHBIX CIIOCOOOB IMOBBIMIEHMS TEIIOCTOHKOCTH Me-
TaKPUJIOBBIX TIOMMMEPOB SIBISIETCS YBETHUEHHE JKECTKOCTH MaKpOMO-
JeKyIApHBIX Ieneil. PocT KecTKOCTH MaKpoMOJIEKyln, Kak IPaBHIIO,
JOCTHUTAETCs 3a CUET YCUIICHHS BHYTPH- M MEXKMOJICKYISIPHOTO B3aHMO-
JEUCTBUSI MEXIY OTACIbHBIMH yJaCTKAMH MOJEKYNbl WM TPyNHaMu
aTOMOB, a TaKXKe 00pa30BaHUS XUMUUECKHX CBA3EH MEXIy LETsIMH Ma-
Kpomostekyn [1—4], nis yero B coctas (co)monumMepa BBOAAT JIHOO MO-
HOMEPBI, COAepIKaIlUe MOJSIPHBIE TPYMIIBI, MO0 MOHOMEPHI C 00BEM-
HBIMH [UKINYECKUMH (DparMeHTaMH, OTPaHUYMBAIOIIMMH MOJBHX-
HOCTb OOKOBBIX TPYII B MaKpOMOJIEKyIe, TM00 Pa3InyHbIe CIIHBAIO-
M U IpYyTUe NONMU(yHKIHOHAIbHBIE MOHOMEDHI.

HW3BecTHO, YTO BKaUECTBE OAHOTO 13 MOHOMEPOB, TOBBILIAIOIIHX TETLIO-
CTOMKOCTB (MET)aKPHIIOBBIX COMOIMMEPOB, IIPEATAracTCs HCIONb30BaTh
N-nuknorekcunmanenmus (LII'MUM) [4]. Ognako B auTeparype OTCyT-
CTBYIOT JaHHBIE 110 BIMSIHHIO CTEMEHH YHUCTOTHl MOHOMEpA Ha Xapak-
TEPUCTUKU TTOTYHAEMBIX COIOJIUMEPOB, HAIIPUMEP, Ha HNBETHOCTb WU
CBETOIPOITYyCKAaHUE, YTO OCOOCHHO BAXKHO TPH CHHTE3€ TEIUIOCTOMKHX
MNOJIMMEPHBIX MAaTCPHUAJIOB OINTHYCCKOIO Ha3HA4YCHU, HAIIPUMED, MOJIU-
METUJIMETaKpuiara. B cBsa3u ¢ atHM NPEACTABIISIIO UHTEPEC UBYUUTH
BiustHUe 4ucToThl LII'MU Ha KoMIUIeKe TeMIepaTypHbIX U ONTHYECKHX
[apaMeTpoB €ro CONoIMMepoB ¢ MeTmiMeTakpuiaaroM (MMA).
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JIyist IpoBeNIeHHsT HCCIIEIOBAHUS CBOMCTB COTIONIMMEPOB CHHTE3HPO-
BaH LII'MU MeToz0M KOHAEHCAIUN MaJIEMHOBOTO aHTUPUA C IUKIIO-
TeKCHIIaMIHOM. Peakius mpoTekaeT uepes 00pa3oBaHUE MPOMEKYTOU-
HOTO TPOAYKTa N-IIMKIOTeKCHIMOHOAMHIA MaJeHHOBOW KHCIOTHI C
nocnenyromeit nukinzanueid B IITMU [5-9] (cxema 1).

(o)

Cxema 1. Peaknusi KOHJIEHCAIMH IHUKJIOreCHJIAMHHA C MAaJEHHOBBIM
AHTUAPUI0OM.

[Mocne cunte3a LII'MMU mo Beile mpeacTaBlieHHOMY cHocoOy u3
PEAKIMOHHOI MacChl BBIJETAICS ChIPELl CBETJIO-KPEMOBOTO 1IBETA, TH-
MUYHAs] XpOMaTorpaMMa KOTOPOTo MpeCTaBleHa Ha puc. 1.

Kak Buznno u3 pucynka 1, nonst LI'MMU B ceipiie coctaBisieT BCero
92% macc. Kpome Toro, IpHCyTCTBYET 3HAUMTEIBHOE KOTUYECTBO CHT-
HaJloB mpHuMecel. McXoas U3 cXeMbl peakIMu, HaJlMuhe B UCXOAHBIX
H TIPOMEXKYTOYHOM HPOJYKTaX PEaKIHOHHOCTIOCOOHBIX (hyHKIIMOHAIIb-
HBIX I'pynm O6yCIlaBJ'II/IBaeT BO3MOXXHOCTB IIPOTEKAHUA psAlia 1'[060'-[HI)IX
nporeccoB. Tak, HanmpuMep, IUKIOTEKCHIAMHH B YCIOBHUSX CHHTE3a
LI'MU cnocobeH K HyKJICOQHIBHOMY HPHCOCANHEHHIO IO JBOHHON
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Ne ninka 1 2 3 4 5 6 7 8 9 10 11

Bpewms ynepaxk. 5,943 6,316 6,912 7,449 7,981 8,358 9,369 9,747 10,528 11,194 11,442

Konu. % macc. 0,088 3,465 92,253 0,651 1,144 0,196 0,322 0,678 0,041 0,023 0,139
Ne ninka 12 13 14 15 16 17 18 19 20 21 22

Bpewms ynepik. 12,444 13,117 13,32 13,687 13,941 14,323 15,025 15,41 16,31 16,797 17,51

Konw. % macc. 0,328 0,014 0,022 0,014 0,041 0,081 0,015 0,191 0,061 0,073 0,158

Puc. 1. Xpomarorpamma LII'MMH-cbipua ¢ coaep:kaHHeM 0CHOBHOI0 BeniecTsa 92,2% (1anubie BIXKX).

CBSI3M MAJICHHOBOTO AHTHAPHIA C 00pa30BaHHEM IMKIOTCKCHIaMH-
HOIIPOM3BOHOTO aHruapuaa OyTananoHoBoi kuciotsl [10]. Taxke
H3BECTHO, YTO MAJEMHOBBIH aHTHIPUJI CIHOCOOCH ITOIMMEPH30BATHCS
10 JIBOIHOW CBs3M C 00pa3oBaHMEM OKpalIeHHBIX onuromepos [10].
IloaTOMYy MOXKHO HpPEANOIOKUTH, YTO IMPU HAIUYUU B PEAKIHOHHOM
CMECH OCTATOYHBIX KOJTMYECTB MOHOAMUIONIPOU3BOAHBIX MaJICUHOBOM
KHCJIOTBI TaK)Ke€ BO3MOXKHO 0Opa30BaHHE IENIOH TaMMBI OJHTOMEPOB,
B IICIIM KOTOPBIX MOIYT IPHCYTCTBOBAaTh LUKINYECKUEC AHTUIPUIBIL,
HMMHJIBI, 3aMEIICHHbIC aMUIHBIC U KapOOKcmIbHbIe Tpynnsl. Hamnane
B IIENHM OJIMTOMEPOB TAKUX PEAKIHOHHOCHOCOOHBIX 3aMeCTUTENei
MOXKeT TIPHBECTH K JANBHEHIINM ITOJMMEPaHaTOTHYHBIM IpeBpallie-
HUSIM, yBEJINYUBAsI KOJIMYECTBO OJUTOMEPHBIX IPHMeEcel B IIEIEeBOM
TIPOIYKTE. DTO MOXKET OBITH CBA3aHO C 00pa30BAHUEM ITOJIHCONPSIKEH-
HBIX CHCTEM, KOTOPBIC MOTYT BO3HHKATh 3a CUCT PEaKIMH JIeKapOOK-
cuupoBanus. ClemyeT OTMETUTh, YTO MPUBEACHHBIC BBIIIE MPUMEPHI
MIPOTEKAHMS BO3MOXKHBIX XUMHYIECKUX TIPOIECCOB, BEAYIINX K 00pa30-
BaHHUIO puMecel npu noxydenuu LII'MU, He sBsOTCS MCUepIbIBalo-
UM TIEPETHEM BCEX BO3MOKHBIX MTPEBPAIICHHUH.

Hcxons U3 BbllIe NEPeUnCIeHHOro, MOMcK Merona ounctku LII'MN
OT IpUMeCeH, BIUIOMUX Ha Ka9€CTBO MOTYIaEMBIX TOJTUMEPHBIX TTPO-
IYKTOB, SIBIISCTCA aKTyaJbHOH 3amadeil. Pemenunto atoil mpoOnemsl 1
TIOCBSIIEHA JAHHAS CTaThs.

3KcnepuM€HmaﬂbHaﬂ qacno

Cunmes [[ITMV. CuHTe3 NPOBOIUIN B peakTope, CHaO)KEHHOM Me-
IAJIKOM, TepMOMeTpoM, Hacazakoi JluHa-Crapka ¢ oOpaTHBIM XOJIO-
JIMWIBHUKOM M KamellbHOW BOpPOHKOW. Peaknuio mpoBogwin B cpene
KCHJIONA B NPUCYTCTBUU (OCHOPHOH KUCIOTHI M TPUITHIAMHHA IIPH
MOJIBHOM COOTHOILCHUH HCXOAHBIX PEAreHTOB LMKJIOreKCUJIaMHUHA U
MaJlenHoBoro anruapuzaa 1:1,1. Temneparypy B peakrope MOIHMMAIN
10 140°C 1 npomomKaaud CHHTE3 JI0 MOJHOIO NMPEKpaleHUs BbIICICHUS
BOJIBI (45 4.). 1o OKOHYAHMM peaKkny PeaKIOHHYI0 CMECh OXJIKIAIH
110 30—40°C 1 npombIBaiu 5%-HbIM BOIHBIM pacTBOpoM cozbl 10 pH =8. Ot-
JIeJISUIA OPraHUYECKHI CII0H ¢ mocaeayoeil OTTOHKON pacTBOPUTENISL
npu temneparype 50-70°C u ocrarounom pasneHuu 10-20 MM.pT.CT.
ITomyuennslii nocne orronku pacreopuress celpen-LHII'MU ornpasis-
JIM Ha CTaJIUI0 OUUCTKU.

Ouucmra L{I'MH. Ounctky MOHOMEpA OCYILECTBIISUIN ITyTEM HOCe-
JIOBaTEJIbHOIO IPOBEICHUS ONEPALIUil: IEPErOHKa C IapoM U IEepeKpu-
CTaJUIN3alYs B IIOJIIPHOM U HEMOJSIPHOM PACTBOPUTEIIAX.

Jlst cpaBuenus coipen-LII'MU Takxke ouniaiy HHAMBUYAIBHO 110
KaXJIOMY U3 IIEPEUUCIICHHBIX HUXKE METOLOB.

Baxyymnas eoszeonka. Bosronky LII'MU nposoaunu mnpu Temmepa-
type 150-170°C u ocrarouHoMm jAaBieHHd 1-2 MM.PT.CT. JO TeX IOp,
ToKa 13 KyOa He ObLT y#aieH Bech xuakuii cyocrpar. Berxox LITMU —
20-30% macc.

Ilepeconka c¢ napom. lleperonky LII'MU ¢ BoasgHBbIM mapom Impo-
BOJMJIN TIPH aTMOC(EpHOM IaBICHWH M TEMIlepaType B TepMOCTare
100-120°C mo Tex mop, MoKa CTEKAIOIIUI AUCTHIUIAT HE CTAaHET IMpo-
3paunbiM. Pacxon mapa Ha 1 r ororsanHoro LI'MU cocrasmsier 60-70 T
Braxnsrit [I'MU cymmmm nox BakyymoM (1-10 MM.pT.CT.) Tipu TeM-
neparype 50-55°C B TedeHme 2-3 4. 0 MOCTOSHHOTO Beca. Bwxoxm
HI'MU — ve menee 80% macc.

Ilepexpucmannuszayus u3z memarnona. BblIeneHHbIH MOCHE Iepe-
TOHKU ¢ BozsiHBIM napom LII'MU pactBopsiiin B MeraHose nipu 50°C ¢
obpazoBanuem 20%-oro pacteopa. [locine MoOTHOrO pacTBOPEHHUS MPO-
JYKTa B METaHOJIE PaCTBOP OT(QHILTPOBBIBAIN M KPUCTAIIM30BAIN IPH
temreparype He Bbinie 0°C. Bruiienennsle GuibTpanyeil KpucTaibl
HI'™MMU nanpasisiiig Ha CIEAYIOUIYIO CTAIAMIO.

Iepexpucmannuzayus u3 eexcana (cenmana). Ilepekpucraimza-
o 25-30%-oro pactBopa III'MMU B rexcane (remraHe) NpOBOIMIH
npu Temneparype 60—65°C 1o moiaHoro pacTBopeHus mnpoxykra. Ilo-
JIy4eHHBII PacTBOp OT(QIIBTPOBBIBAIN U KPHCTAJUTU30BAIH TP TEM-
neparype He Bbie 0°C. Ouuninennsiii {I'MU cymmnm noa Bakyymom
(1-10 mm.pr.cT.) mpu temneparype 50-55°C 1o mocTostHHOTO Beca.

Ananuz IJI'MU. ConepikaHre OCHOBHOTO BEIIECTBA M IpUMeECEH
OIIPENIeNISUTN C TIOMOMIBIO BBICOKOA(M(EKTHBHON KHUAKOCTHOH Xpo-
marorpadpru (BOXKX). BOXX mnpoommimm wa mpubdope Shimadzu,
cnekrpoportomerp SPD-20A, Y®-nmerextop 240 mM, xonmonka Luna
5umC18(2)100A, umxextop 20 pL, Temneparypa 25°C, 2MII0CHT arle-
TOHHUTPUII, CKOPOCTH dMroeHTa 0,5 Mi/MuH.

[Nomyuennsie o6paszusl LIIT'MU onennBanu merogom muddepeHiu-
anpHOU ckanmpyromei kanopumerpun (JCK) Ha cucteme MOHOMEPOB
MMA-LI'MU B cooTHOmEHNH 8:2 TPH COTOIUMEPH3ALUHN B SUCHKE
npubopa JICK ¢ mocienyromum onpenencHneM TeMIepaTypbl CTEKIIO-
Banus. Mcnomnp3oBamu JICK termoBoro motoka mapku DSC 204 F1
Phoenix ¢upmer NETZSCH (I'epmanust). Pesynbratsl m3mepenuit 00-
pabarsiBan mporpammoii pacyetos Proteus Analysis. Comonnmvepu3a-
IIMI0 CMECH MOHOMEPOB NPOBOJMIN B M30TEPMHUUECKOM PEKUME TPH
45°C B mpucyrctBun 0,45% wmacc. nanmmaropa Perkadox-16, mocne
Yero B JMHAMHYECKOM PEXHMME CO CKopocThio HarpeBa 10 K/muH mo
180°C ompenensuin TeMrepaTypy CTEKIOBAHUS MOTYYEHHOTO COIOJIHU-
Mepa.

Pezynomamuit u 06¢cysxcoenus

[IpenBapuTenbHBIE OSKCIIEPUMEHTBI MO OYHCTKE 3arpsi3HEHHOTO
II'MU ¢ noMouibto BaKkyyMHOH BO3TOHKM IIOKa3ajH, YTO IPHU TAKOM
croco0e BBICOKOTEMIIEPAaTypHOH OYMCTKM MOHOMEpa HalmogaeTcs
00pa30BaHNe 3HAYNTEIBHBIX KOJIMYECTB HEBO3TOHSIEMBIX ITOJINMEPHBIX
npoxykToB (10 20% macc. 3arpyxennoro LII'MU-ceipua), 4to 3aMeTHO
nonmwxkaet Beixox LII'MMU. Kpome Toro, ouncrka HI'MU-cbipuia Bo3ron-
KOIf He 00ecIeunBaeT OTACNICHHE OT MOHOMEpa IpHUMecei, MPUBOJIS-
IIMX K MOCIEyIoIeii okpacke moinumepa (tadi. 1, 2).

B mporecce mouncka s dextuBaoro crocoda ourctku LII'MU-cripria
HepeKPUCTALIN3AIMEH B PA3INIHBIX PACTBOPHUTEISIX OBUIO yCTAHOBIICHO,
YTO JAHHBIA CHOCOO OYMCTKU IIPOAYKTA ITO3BOJLIET MOIydYaTh MOHOMEp
¢ uncToTol He Goree 98,7% Mmacc. [laHHbIE O KONUYECTBY IIpUMecei 1
COJIePKaHIIO0 OCHOBHOTO BelecTsa (1o ganHeM BOXKX) B ounmmieHHBIX
obpasuax LI'MU pa3HbIME pacTBOPUTEINSIMU TIPHBECHBI B Ta0I. 1.

W3 mpencTaBIEHHBIX PE3yNIbTaTOB CIEAYeT, YTO Hauboyee IMOIHOe
yAaleHue TpuMecell JOCTHUTaeTcsl IMyTeM ABYKPATHOW IepeKphcTall-
JIM3aIUN 3aTPSA3HEHHOTO ChIpIia B METaHOJE U TekcaHe. Takoif crocod
OYHCTKU TO3BOJISICT PE3KO CHU3UTH KOJIMYECTBO IpHMeEced B BbIIE-
nerHoM mponykre ¢ 20 mo 3. Kpome Toro, 3ppeKTUBHOCTh OYHCTKH
MPOCIIEKUBACTCS MO JAHHBIM TePMUIECKUX HCCICIOBAHUN COTIOIIME-
pa MMA-III'MU. U3 naHHBIX TaOMUIBl 2 BUAHO, 9TO MHOTOKpaTHAast
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Ta6auua 1. Janusie BIJXKX oopasuos LII'MHU, ouniieHHBIX Pa3HBIMH METOIAMH.

BaxyymHas Tepexprcras- Ilepexpucran- |Ilepekpucrtannuzanust| Ileperonka |IIpumecs nocie
Cripen-LII'MU BOATOHKA JIM3ALIS 13 reTTa A Jn3anus u3 W3 TeNnTaHa v IBaX/bl| € BOAAHBIM | oTroHku LII'MU
METaHOJIa U3 METaHOJIa 11apoM C IapoM
T Bp. Komnm. % Bp. Komnm. % Bp. Komnm. % Bp. Komn. % Bp. Kon. % Bp. Konm. % Bp. Koni.%
o | yIepx. YIACPXK. A YIACPXK. YACPK. YACPK. YACPK.
1 5,943 | 0,088 6,112 0,007 6,372 1,43 5,946 | 0,024 6,506 0,89 6,119 | 0,256 | 6,137 | 2,334
2 6,316 | 3,465 6,529 0,059 6,616 1,413 | 6,344 | 0,168 6,884 98,731 | 6,255 | 0,136 | 6,770 | 1,860
3 6,912 | 92,253 6,922 99,26 6,965 94,777 | 6,532 | 0,081 7,92 0,276 | 6,455 | 0,046 | 7,051 | 4,106
4 7,449 | 0,651 8,721 0,051 7,493 0,333 | 6,939 | 98,332 | 9916 0,104 | 6,848 |97,737 | 7,644 | 5,882
5 7,981 1,144 10,25 0,189 8,04 0,483 | 8,054 | 0,309 100 7,349 | 0,411 | 7,927 | 38,319
6 8,358 | 0,196 12,967 | 0,006 8,392 0,063 | 8,342 | 0,017 9.47 | 0,155 | 8,348 | 2,682
7 9,369 | 0,322 13,576 | 0,007 9,409 0,176 | 8,755 | 0,028 9,864 | 0,102 | 8,632 | 11,560
8 9,747 | 0,678 14,395 | 0,015 9,775 0,391 | 9,374 | 0,169 10,419| 0,017 | 9,062 | 4,854
9 110,528 | 0,041 15,469 | 0,312 11,255 0,023 | 9,766 | 0,075 10,625 0,06 | 9,739 | 13,248
10 | 11,194 | 0,023 17,504 | 0,062 11,533 0,085 | 10,135 | 0,101 11,316| 0,016 |10,114| 1,291
11 | 11,442 | 0,139 18,513 | 0,032 12,536 | 0,293 11,5 0,144 11,607 0,046 |10,364| 3,159
12 | 12,444 | 0,328 100 13,438 | 0,019 | 12,242 | 0,03 12,698| 0,026 |10,696| 5,521
13 | 13,117 | 0,014 13,767 0,01 12,502 | 0,19 13,05 | 0,013 |11,234| 1,416
14 | 13,32 | 0,022 14,033 0,026 | 13,362 | 0,018 13,325| 0,014 |11,504| 1,503
15 | 13,687 | 0,014 14,425 0,152 | 13,739 | 0,021 13,806| 0,484 [11,858| 0,381
16 | 13,941 | 0,041 15,117 | 0,014 | 14,017 | 0,048 14,785 0,481 |12,477| 0,204
17 | 14,323 | 0,081 15,548 | 0,106 | 14,424 | 0,025 100 [13,180| 0,593
18 | 15,025 | 0,015 16,445 0,052 | 15,002 | 0,01 15,042 0,191
19 | 15,41 0,191 16,872 | 0,052 | 16,416 | 0,043 15,997| 0,107
20 | 16,31 0,061 17,672 | 0,078 | 16,881 | 0,062 16,406 0,110
21 | 16,797 | 0,073 18,033 0,025 | 17,633 | 0,077 17,656| 0,340
22 | 17,51 0,158 100 17,983 | 0,011 17,964| 0,291
23 100 18,498 | 0,02 18,801| 0,038
100 100
et - i —
= z
:
-
= ‘ ' § «
o A A A A IR IR M N R AR A=
Bpems yaepi. 6,818 13,727 Puc. 2. Xpomatorpamma ]_l“I’ MM c conep:kaHueM OCHOBHOI'O BelleCTBA 99,? %o,
Ko, 9, Macc. 99,891 0’109 (]:l‘:l:-::le(:-ll-;oll:loreﬂ:(ge}:;)l(i::ll:ﬂ:ileBOB)l;l)}ll(l;l(I;’l mapoM, nepexKpucrauin3anuen u3

ounctka nepexkpucraumzanueil {II'MU no3BosisieT yBeIMYUTh TEMITE-
parypy creknoBaHus conoiaumMepa Ha 5°C. OnHaKo BaXKHO OTMETHTb,
YTO TAKOW MOJXOJ HE IMO3BOJIMII CHHTE3UPOBATh HEOKPALICHHBII COIo-
JIUMeEp, MOATOMY JJIsl yJaJIeHUs! IPUMECeH, BIMSIONUX Ha 1IBETHOCTb,
ObuUTa BBEJCHA JOMONHUTENbHAs cTanus ounctku LII'MU meperonkoit
¢ BomsiHbIM mapoM. Jlanabie BOXKX ounmienHoro 00pasma mocie ero
TIEPETOHKH C MTApOM TPECTABICHBI B TadHIE 1.

W3 nannpix Tabmuns! 1 BuaHO, 9To nieperonka LIFMMU ceipra ¢ Bozs-
HBIM [TAPOM ITO3BOJISICT JJOCTUYb MEHBILCH CTENICHN YHCTOTH MOHOMEpa
110 CPAaBHEHUIO C MEPEKPUCTAITU3AINCH (KaK TI0 COACPIKAHUIO OCHOB-
HOTO BEIIECTBA, TAK H 110 KOJIMYECTBY CUTHAIOB TOOOYHBIX ITPOIYKTOB),
OJTHAaKO TIPIMEHEHNE JJAHHOTO 00pa3iia MOHOMEpa MO3BOJISIET MOTyYaTh
HeokpameHHbl conommmep MMA-LII'MU (ta6n. 2). [Ipu comocras-
JICHWW TIPUBEICHHBIX B Talmuie | JaHHBIX XpOMAaTrorpaMM OYHIIICH-
HBIX pa3HBIMH criocobamu oOpasnoB L[II'MU BuaHO, 4TO Ha OKpacKy
COIOIMMEPA, CKOPEE BCETO, BIUAIOT MPUMECH C BPEMEHAMH BBIXO/Ia Ha
xpomarorpamme 6,4-6,5 u 7,9—8,0 mun. Ouncrka LII'MU neperonkoit
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C IapoM CHOCOOCTBYET Pe3KOMY YMEHBIICHHIO KOHIIEHTPAINH JTaHHBIX
npumMeceil. [Ipumecn, nexamue B obmactu BpeMeHH BbIxona ot 6,01
110 12 MUHYT, MOKHO OTHECTH K HEJICTyYUM OJUTOMEPHBIM IIPOLYKTaM
MaJICHHOBOTO aHTHAPH/A U €T0 Pa3IMYHbIX IPON3BOAHBIX. Vnentudu-
Kalysl U BBIIEJICHHUE 3TUX [IPOLYKTOB 3aTPYJHUTCIILHBI U3-3a CII0KHOIO
XapakTepa UX CTPOCHUSI.

V3 BBIIETIEPEUHCIIEHHBIX JaHHBIX CIEAYeT, YTO IS MOJHOTO yaia-
neHust mpumeceid w3 cwipua-L{IIMU  menecooOpa3sHO TPUMEHSTH
KOMITIEKCHYIO OYHCTKY, BKIIOYAIONIYIO B Ce0sl MEPETOHKY C IapoM C
Mocieayouei nepekpucTauin3aluell u3 pacTBopuTeseil pasHoi mo-
nsipHocTd. Tunuunas xpomarorpamma [II'MU u xapakrepucTuku co-
nonumepa MMA-II'MU nocie KOMIIJIEKCHON OYUCTKU IPEACTaBICHbI
Ha pUCYHKe 2 1 B TaOIuIIe 2 COOTBETCTBEHHO.

Takum o0OpazoM, momoOpaHHass KOMIUIEKCHAs OYHCTKA MOHOMeE-
pa obecreunBaeT TapaHTHPOBAHHOE MOJHOE yHalleHWe W3 MOHOMe-
pa TmpuMecel, MHKPOKOIMYIECTBAa KOTOPHIX CYIIECTBEHHO CHIDKAIOT
TETIIOCTOUKOCTh M YXYALIAIOT ONTHYECKUE MapaMeTphl COMOINMEpa
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MMA-LUI'MU. Tpexcraauitnas ourictka LII'MU no3BosisieT BbIACTSATH
MPOIYKT CO CTENEHbIO YHCTOTHI He MeHee 99,5% macc.

Ta6nuua 2. Biausinne crenenn 4uctorbl [ITMU Ha TemIoCcTOHKOCTH H
IBETHOCTH conojumepa MMA-III'MHU = 8:2.

Conepxanue | CBOHCTBA cononumepa
Ne Crioco0 OYHuCTKH HI'MU, T cTeKyo- 1L
0 BETHOCTb
% Macc. Banusi, °C
1 HI'MU - ceipent 92,2 158 JKEJITOE
2 | BakyymHasi BO3TOHKa 99,3 163 eBeTIo-
JKEITOE
3 [lepexpucrannuzanus 98.3 159 CBETJIO-
W3 METaHoJa JKEIITOE
4 [NepexpucTammu3aris 94,7 159 CBETIIO-
13 rekcaHa JKEJITOE
5 [NepexpucTammu3ars 97.1 159 CBETJIO-
13 reKcaHa U MeTaHoJa JKEJITOE
[NepexpucTammu3ars CBOTIIO-
6 | W3 TeKcaHa M JBaXKIbl 98,7 165
JKEJITOe
U3 METaHoJIa
7 | Tleperonka c mapom 96,8 159 MpO3pavHoe
Ileperonka ¢ mapom +
8 | mepekpHcTaTH3aUsI 99,8 165 Mpo3pavHoe
1o 1.6

Buisoowt

[peanoxen coco6 ourctku LII'MMU, no3Bosnstomuii nomyyars Mo-
HOMEp C Cofep:KaHHEM OCHOBHOTO BelecTBa He MeHee 99,5% wmacc.
KoMOMHMpOBaHHBI €ITOCOO OYHCTKM BKIIOYaeT B ceOs TeperoH-
Ky C BOASHBIM TIAPOM U IIOCIICIOBATEIbHYIO IMEPEKPHUCTAIUIN3AIHIIO
HI'MU-chipiia B METaHOIE U TeKCaHe.

[TokazaHo, YTO MCIIONB30BAHHE OYMIICHHOTO IMPEAJIOKEHHBIM CIIO-
cooom LII'MMU mo3BomsieT moydaTh HEOKpAUICHHBIE METaKpPHIOBHIC
COTIOJINMEPBDI C MOBBIIIEHHOM TEIIOCTONKOCTBIO.

10.
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IIpakTHYeckoe penieHHe OLEHKH Ka4eCTBA CJI0KHBIX 3PUPOB (MeT)aKPHUJI0BOM KUCJIOThHI
U BUHMJIALIETATA METOAOM I'a30:KUAKOCTHOM XpomMaTorpapun

Practical solution for assessing the quality of esters of (meth)acrylic acid
and vinyl acetate by gas-liquid chromatography
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[TokazaHo, YTO NPHUMEHEHHE Ta30XKHIKOCTHOW Xpomartorpaduu [Uisi OLEHKHM KadecTBa (MET)aKpWJIOBBIX MOHOMEPOB H
BHHMJIALIETAaTa METOJIOM BHYTPEHHEH HOPMaIM3allMK 00eCIIeYMBaET ONPEAEIeHIEe OCHOBHOTO BEIIECTBA U MPUMECEH, YKa3aHHBIX
B HOPMaTHUBHOM JOKYMEHTAINH, C KAYECTBOM HE XYK€ PEKOMEH/IOBAHHOTO METO/1a ¢ BHYTPEHHUM CTaHAAPTOM.

Kniouesvie cnosa: Ta30)KUAKOCTHAS XpoMaTOrpadusi, MOHOMEPHI, TPUMECH

It is shown that application of gas-liquid chromatography to assess the quality of (meth) acrylic monomers and vinyl acetate by
the method of internal normalization provides determination of the main substance and impurities specified in specification with a
quality not worse than the method recommended by internal standard.

Keywords: gas-liquid chromatography, monomers, impurities

DOI: 10.35164/0554-2901-2019-7-8-30-35

Onenky kadectBa MoHoMepoB (opmynsr CH,=CR-C(O)O-R', rne
R = (-H), (-CH3), R' — ¢parMeHTbI criupTa MM [IHKOIIs, a TAKXKE BHU-
Hunanerara (BA), npoBonat nmo HopmatuBHOW nokymeHTauuu (H/L):
I'OCT u TY, pa3padoranHoii eme B 1970-90 rogax. Ota 10KyMeHTanusa
ycTapena Kak B YaCTH METOIHMK HMCIBITAHHM, TaK ¥ B YaCTH HCIIONb3ye-
MBIX TPUOOPOB (ra30BBIX XpoMaTorpadoB), y’Ke CHATHIX C IPOU3BOJICTRA.

KonugectBeHHoe ompenencHue NpuMeceil B MOHOMEPAaX METOIOM
eazoxcuokocmuou xpomamoepagpuu (TXKX) mo HJI npoBomutcs st
KQ)KI0T0 UACHTU(GUIMPOBAHHOTO KOMIIOHEHTA METOZO0M BHYTPEHHETO
cranzapta [1, 2]. Taxoii moxxox TpeOyeT HAIUUUS COOTBETCTBYIOIINX
BEI[ECTB MapPOK «X.4.», «U.71.a», «UIs XpOoMaTorpauu» WiIn CTaHAapT-
HBIX 00pa3IOB, KOTOPBIE YAaCTO TPYAHOMLOCTYITHEL.

BMmecto MopanbHO ycTapeBiiero u (GU3HYecKd M3HOLIEHHOIO aHa-
JIUTHYECKOT0 00OPYHIOBaHHsI B HACTOSILEE BPEMs HCIONB3YeTCsl aHa-
JUTHYECKOe O00OpYIOBAaHHE HOBOTO IIOKOJCHHS — Ta30KUJIKOCTHBIE
Xpomatorpadpbl, XpoMaToMacc-CHEKTPOMETPbI, KAHJULIPHbBIE KOJIOHKH,
ABTOMATHYECKHH pacyeT aHAJINTHYECKOTO CUTHaJA (TUIONIAAeil THKOB).
DT0 MO3BOJSET HCIHOJIB30BaTh COBPEMEHHBIE METOANYECKHE MPUEMBI
JUISL TPOBE/ICHNMS aHAJIM30B OLIEHKU KauyecTBA MPOTYKIIUH.

Hamwu 6buti pa3paboTaHbl METOIUKH OBICTPOTO aHAIN3a MOHOMEPOB
¢ npumeHenueM [ KX ¢ neTekTopoM HOHU3ALUK B IUIAMEHH Ha KaIlkJl-
JSIPHOW KOJIOHKE METOJIOM BHYTPEHHEH HOpMalu3auy (pocrtasi Hop-
MaJIM3aIysl, HOPMaIH3alys 110 TUIOIAISIM).

Merton BHyTpeHHEH HOpPMAaM3al[iy OCHOBAH Ha OINPEAEICHHH CO-
OTHOIICHUS] MEXTy KOHIEHTPAIMSIMH KOMIIOHEHTOB aHAIH3HUPyeMOH
cMmecu myTeM npuseeHus k 100% cymmbl miomaaei Bcex MUKOB Xpo-
MaTorpaMMEl, T.e. KO3((GHUIMEHT TyBCTBUTEIHLHOCTH BCEX KOMIIOHEH-
TOB NPUHUMAETCS paBHBIM eaunuue [3, c.13, 4. ¢.31].

DTOT MeTox pacuera IUIOMAAeH XpomaTorpaguIecKux IMHKOB obe-
CIIEUMBACTCS IPOTPaMMaMH BCEX COBPEMEHHBIX XpoMaTorpados.

AHaIM3UPOBANM TaKHEe MOHOMEpHI, Kak MeTmwiMeTakpmiar (MMA),
oyrunmetakpunar (BMA), Oytunakpunar (BA), 2-3THITeKCHIaKpUIIAT
(2-OTI'A), BuHMINameTaT, MOHOMETAaKpHIaT JTwiIeHmmKomst (MOI), a
TaKke, KaK MpuMep, MOHOMeTakpuiar nponmieHrukonst (MIID), uso-
oopumnakpuiar (UBpA), Ha kotopsie H/I orcyTcTByeT.

W3 mpakTuKy U3BECTHO, YTO KOA(PPUIUESHT TyBCTBUTEIBHOCTH IS
Ka)KJI0TO KOMIIOHEHTa, PACCIUTAHHBIM IO METOMY BHYTPEHHETO CTaH-
JapTa, MOXKET K0IeOaThCsl, B 3aBUCHMOCTH OT IPHPOJIBI OIIPEIEISIEMOTO
BelIecTBa U cragaapra, ot 0,5 1o 3 ex.
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Tak kak cozmep:kaHue MpUMecel B HCCIEAYEMBIX MOHOMEPAX NMEET
JIMaTa3oH OT JAECSTUTBHICSYHBIX [0 AECATHIX 0N MPOIEHTa, TO BBe-
JeHue Ko3(hduuueHTa 4yBCTBUTEIBHOCTH, PACCYUTAHHOTO 1O METOIY
BHYTPEHHETO CTaHJapTa, HE BHOCUT CyIIECTBEHHOH MOIPEIIHOCTH B
oIpesieNieHNe KOHLEHTPAIMU IIPUMecel U, B KOHEYHOM pe3ynbTare, B
OIpe/ieNieHne KOHLIEHTPAIlMK OCHOBHOTO BellecTBa (Tabmuupl 1-06).
Kpowme Toro, B H/l yacTo konuuecTBO KaxJ0i MpUMecH HE HOPMHUPY-
€TCsl, @ HOPMUPYETCS UX CYMMapHOE COiepKaHUe M10CIIe KOJTMYEeCTBEH-
HOT'O OIpe/IeICHNUSI.

Crenyer OTMETHTb, YTO HPH UCIIONB30BAaHNH KalTWUIIPHBIX KOJIOHOK
Ha XpomartorpammMax HaOrogaeTcsi Ooiblliee KOJINYECTBO ITMKOB IO
CPaBHEHMIO C HACAJOYHBIMU KOJOHKAMH U IPHOOpaMU HPEIbIIyIINX
noxoJieHuit [5, c. 34-35].

[pu BBISIBJIEHHH HETaTUBHOTO BIHMSHHS KaKOW-TMOO M3 mpumeceil
Ha Ka4eCTBO MPOIYKIHN KOJHYECTBO UX, IIPH HEOOXOAMMOCTH, MOXKHO
OTCIIeIKMBATh JIFOOBIM METO/IOM, iprMeHsieMbIM B KX,

Wnentudukanuio CoeUHEHHH, BXOISIIMX B COCTaB MOHOMEPOB,
MPOBOIMIIM METOJIOM XpomaTtomacc-criekrpomerpuu (XMC). B Tabmu-
[ax yKa3aHbl HEe BCE MICHTH(HIMPOBAHHBIC IPHUMECH, a TOJIBKO TE,
KOTOpBIE ITOBTOPSUTUCEH B OOJIBIIMHCTBE IPOAHAIN3UPOBAHHBIX NapTHH
MoHOMepoB. Ha xpomarorpammax (pucyHku 1-8) Takxke yka3aHbl He
BCE KOMITOHEHTHI, T.K. OTHECEHHE ITUKOB 3aTPYJHEHO H3-3a OTCYTCTBHS
00pa3oB ISl CPABHEHMUSL.

Okcnepumenmanvras 4acmo

Wnentudukanuio CoOeUHEHHH, BXOISIIMX B COCTaB MOHOMEPOB,
MPOBOAMIN HA XpoMmaToMacc-crekrpomerpe Trace DSQ ¢upmsr Termo
Finnigan, CIIIA (xammwursipHas xomonka TR-35MS, 30 M ¢ cummi-
(enmtbHON (azoil — conomumMep 35% mudenmncmiokcana u 65%
JTVMETIICHIOKCAHa; C TeMIIepaTypHBIM IPOrPaMMHPOBAHHEM); IIPO-
rpammHOe obecriedenne Xcalibur v. 1.4.1, GUOIHOTEKH Macc-CIIEKTPOB
NIST14 u WILEY14 2014 1.

KomnmaecTBeHHOE Ompesienenne MaccoBO JJOIM OCHOBHOTO BEIIECTBA
U OpraHWYeCKUX MpHMeceil B MOHOMEpax METOAOM BHYTPEHHEH HOp-
MaJT3aliK IPOBOAMIIM Ha Ta30BoM xpomarorpade «Xpomoc I'X-1000»
¢. «XumananurcepBuc» (KammwuipHas KoloHKa VertiBond™-1
60 M % 0,32 MM X 0,5 MKM ¢ TIONMHANMETHIICHIIOKCAHOBOH (hazoif; mpo-
rpammHOe obecmeueHre Chromos v. 2.16.2 rev.963, nerexrop [N /).
Jlnst ka>kmoro MoHOMepa OBLTH MOI0OPaHBI CBOM YCIIOBHS XPOMATOTpa-
(hupoBaHUsL.
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Kostonka uoi 60 M BbIOpaHa He Cily4aifHO: Ha Heil MOYKHO HOJTyYHTh Ha pucynkax 1-8 npecraBieHbl THIIMYHBIC XPOMATOIPaMMbl MOHOME-
MaKCHMaJIbHO BO3MOKHOE KOJIMYECTBO Pa3pEIICHHBIX [TMKOB H, TAKUM 00-  POB C TMPOrPaMMHBIM PacyeToOM KOHIICHTPAIMH KOMIIOHEHTOB 110 ILIOIIa-
pa3oM, UMETh Tiepest OO0l THITMYHYIO XPOMATOrpaMMy MOHOMEpA. JISIM TTHKOB KaK WICHTU(HIMPOBAHHBIX, TAK U HE HACHTH(UIIPOBAHHBIX.
2 3%0p 3
g 340 é
g 3201
g 0r Bpewmst, mun | Konuentpanus, % Komnonent

=1 5,867 0,00025 MeTanon

=y 6,187 0,00510 aueToH

240 6,403 0,00017 METHIIALIETAT

200 6,509 0,00002 MALETHIT

o 2 6,895 0,00131 METAKPUJIOHUTPUIL

8oL s 7,145 0,00037 METHJIAKPUIIAT

160 7,341 0,00695 METHJIIPOITHOHAT

140 8,004 0,00007

1201 8,280 0,00549 MeTHIH300y THpaT

feoL 9,059 99,93074 METHJIMETaKpUIIAT

sl 10,349 0,04826 METHJIOBBIN 3¢hup a
sl g 11,266 0,00047
o) 1 14,140 0,00083

1‘2 1.3 1‘4 1'5 16 17 18

Bpema, MuH

Puc. 1. Tunu4nas xpomarorpaMmma MeTuaMerakpuiaara (MMA).

2 o - Bpewmsi, mun | Konuenrpauus, % Kommnonent
g g 6,320 0,00016
% 4504 7 6,475 0,00007 aleTOH
g ) 6,737 0,00008
§ 30| 6,829 0,00023 JTUIALIETAT
7,050 0,08073 OyTaHoI
0t 7,364 0,03087 METHUJIMETAKpUIaT
30 7,800 0,00050
300] 8,047 0.00078 MeTaKpHUIIOBast
10 KHJIOTa
i 8,234 0,00016
2404 8,333 0,00032 OyTHIanmeTar
210] 8,780 0,00102
180] 8 9,350 0,00028
- 9,582 0,00177
I 9,652 0,00326 JIMOyTHIIOBBIH 3up
1204 2 10,406 0,00091
0] N g 10,938 0,02279
ol o cro o of 8 s of 11,312 0,00100 OyTHIM300yTHPAT
@ @s8 & 88 S | °c 11,578 0,00610
» LTI }l L , , 12,510 99.83984 GyTHIveTakpar
6 7 8 9 10 11 12 13 14 15 16 17 18 BL&:MA' . 13’956 0’00914 OKC(?/I};'I(-)%J;TT(]I;I_paT
Puc. 2. Tunuynasi xpomarorpamma oyruimerakpuiara (BMA).
12' 280
ool :
g Bpewmst, mun | Konnenrpauus, % Kommonent
£ 0L 1,604 0,000041
& ) 6,369 0,009
200 | 6,637 0,008
. 6,755 0,029 YKCYCHBIH aJIbJACTU]
6,875 0,0027
180 6,955 0,0006
140 | 5 7,360 0,0008
=1 N 7,605 0,059 aueron
MeTHuIaneTar
100 g 7,817 0,00013
80l = 8,322 99,890 BUHMJIALICTAT
sof ' _ 13,060 0,00123 KpOTOHOBLIi
g aJIbJIeT L
or ¢ 29,752 0,00004
20 L !
P e

Bpema, MiH
Puc. 3. Tunuynas xpomarorpamMMa BuHuJIanerar (BA).
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%— 250 R Bpewms, mun | Konnenrpauus, % KomnoneHnt
E 9 6.371 0,00283
g s 6.434 0.00692 aleTon
¥ 6,695 0,00038
g 7.016 0,00209 GyTaton
275 7,310 0,00027
7,554 0,00216
250 7.892 0,00111
25 7,990 0,00379
r 8,265 0,00782 OyTuialerar
200 | 8,604 0,00381
. 8,704 0,01501
r 8.907 001251
150 9,424 0,00138
9,822 99.84831 OyTHUIAKPUIIAT
25 9,971 0,02771
100 10,125 0,01875
i 10,462 0,01412
75| 5 11,400 0,02081 OyTHIM300yTHpAT
ol 2ooos 85 o 15,307 0,00456 Oyrz-2-
g8q8 274| ¢ CUAPOKCUN300yTUPAT
2s_ﬁ it “ J\ 7 15822 0.00414
6 7 8 | 9 1.0 1‘1 1‘2 1‘3 1‘4 1‘5 1‘6 1‘7 118 19 16’238 0’00152
Bpema, MuH
Puc. 4. Tunn4nasi XxpomarorpaMma Oy THIAKPHJIATA.
9
% 75 g Bpewms, KOHue}OITpauMﬂ, KoMIOHGHT
£ g MHH %o
£ 700 6,295 0,00122
£ - 6,395 0,01034
E ® 6,630 0,00117 METHJIaKpHIaT
600 6,728 0,02506
sl 6,883 0,00189
7,177 0,00172
0L 7,247 0,00099
450 7,405 0,02589 METHUIMETAKPUIAT
00 8,156 0,00540 JIMAICTOHOBEIN CIIHPT
] 10,133 0,00101
3501 8 10,505 0,00093
300] T 10,776 0,00285
12,665 0,00062 OyTUIMETAKPUIIAT
=0 13,050 0,00183
200 14,590 0,01683 2-3THITEKCUIIOBBIN CIIHPT
150 S8 8 17,150 0,02627 2-3THITEKCUIIALIETAT
[ T . s g 2 g S 17,953 0,14816 1 -nponMINeHTHAAKPUIAT
10018 ‘ B E g8 2 JJ L M 19,293 99,67816 2-3THATEKCUIIAKPUAT
s0l T b o2 s 19,846 0,00482
J b I L AR e e 22.065 0.00343 2->TUITeKCHAGY THpaT
8 8 10 12 14 16 18 20 22 24 26 25893,“ M"3: 25,280 0’00952
' 28,771 0,02852
Puc. 5. Tunnuynasi XxpomarorpaMma 2-3Tuiarekcuaakpuiaar (2-9IA).
2 ;
g 50 5 Bpewmsi, | Konuenrpanus,
F% 480 : - o, Kommonent
§ 40 7,856 0,10398 STUJICHITIUKOIb
g 8,448 0,06718
0t 3516 0.07449 MOHOYKCYCHBIH 3(up
380) ’ ’ ITHIICHITTUKOJIS
£ 9,065 0,06714
0l 10,049 98.86200 MOHOMETaKPHJIIaT
ol STUJIEHITIMKOJIS
240| 10,420 0,14083
a0 10,860 0,00939
180 L 12,128 0,22762 JAUMETaKpuiar
STHIIEHIIIAKOJIS
12,418 0,00454
. 17.231 024210 MOHOMETaKpHJIaT
. S = 3 JIUDTUIIEHITIMKOJIS
78 v 18,654 0,20072 ATMETAKPILIAT
| J\ J\ JID THIICHITTHKOJIS
8 9 10 I 1’1 1‘2 1’3 14 15 16 17 18 19 2‘0 2‘1 2.2 23 2‘4 25

Bpems, MitH

Puc. 6. Tunnynasi XxpoMarorpaMmMa MOHOMeTAKPUJIATa dTHIIeHrMKoast (MII).
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CocraB I/IZ[GHTI/I(l)I/IL[I/IpoBaHHHX HpHMeCCﬁ 3aBHUCHUT OT Ka4€CTBa IpU-
MCHAEMOI'0 UCXOAHOI'O ChIPbs JJIS IMOJIYYEHHUS MOHOMEPOB U TEXHOJIO-
MW UX MOJYYCHUS, B HaCTHOCTH, OUYMUCTKH. Oco0oe BHUMaHHE ciaeny-
€T 06pa1uaTL Ha NpUMECH, HE XapaKTEPHBIC JId JaHHOIO0 MOHOMEpa,

KOTOPBIC MOI'YT OBITh 06yCJ'IOBJ'IeHLI PasHbIMU NIPUYUHAMU, HAIPUMED,
3arpsA3HCHUSIMU Ha NYTU OT ChIPbs K HOTpe6I/ITeJ'IIO NpOoAYKIUH, It
4ero MnoJie3€H MOHUTOPUHI Ka)KI[Oﬁ MapTHuy IMoJry4acMoro MOHOMeEpa
MpEAJIOKEHHBIM METOAOM.

%' 10 ¥ Bpewms KonuenTpanus
g 2000 g ’ o ’ KoMIoHEeHT
£ 1900 MHH 0
£ 1300 8,826 0,01793
g 1m0 8,940 0,07159 Kamen
1600 9,173 0,00911
. 9,642 0,00694
1300 10,461 0,05144 130-00PHUIIOBBII CIIUPT
1200 10,936 0,01380
1100 11,960 0,02040
1:2: 12,386 0,16275 HM30-0OpHMIIATIETAT
300 12,608 3,01121 OopHMIAKpUIAT
700 13,381 0,13743
&0 g 13,673 94,74375 M30-00pHIIAKPUIAT
o e g 14,068 0,02071
300 N = 14,233 0,14890
mrEEE 28 il g H 14,390 1,56761 H30-GOpHILIAKpILIAT
ULl 1. 11 AN ) L ‘ ‘ (1130) onTHYECKHUIT H30MEP
9 10 11 12 13 1wl s 16 17 18 19| 15,939 0,0032 130-00pHHIMETaKpHIIAT
Bpemsa, MuH
Puc. 7. Tunnynas xpomarorpamma uzodopuuiaakpuiar (MBpA).
2
5 1oof 3 Bpewms, KOHHGI:TpaHI/I}I, KoMIIOHEHT
€ 180] MHH Yo
5 7,950 0,00197 1,2-IpONMICHIIINKOIb
£ 8.210 0,00374
g 10 8,509 0,03845
150 8,641 0,05426 1-amerar-1,2-pONMAICHTITNKOIS
140 8,735 0,02330 2-anerar-1,2-0poNuIeHIIMKOIS
I 9,048 0,01225
= 10,005 0,00590
1204 10,216 0,00204
110] MOHOMETaKPHJIIAT
100l MPOIMJICHIIUKOIS (CyMMa H30-
10,475 99,66900 MepoB 1-merakpuara-1,2-mpo-
ot MMJICHIVIUKOISA U 2-MeTaKpuiiaTa-
8oL 1.2-nponMICHINIMKOIIS)
0] 11,443 0,00728
el 11,735 0,01208
13,018 0,00259
“r ) 14,790 0.00194
°r $3 gif 5B 15,229 0,02867 JWMCTaKpuIIaT
300 e e z o7& @ < MPONMHMICHITIUKOJIS
2 L1 i jl | | 16,140 0,00263
16 18 20! 2 24 16,851 0,00203
Boeus,min | 18,665 0,00537
19,786 0,05503 MOHOMETaKpUJIaT NIUIepUHA
20,236 0,00813
MOHOMETaKpUIIAT
Puc. 8. TunuyHasi XxpoMaTorpaMMa MOHOMETAaKPUJIOBOro 3pupa 20,420 0,03250 JUTPONUICHIVIMKOIIS
nponuiaenraukosst (MIII). 23,077 0,00558

B Tabmumnax 1-6 0000IIeHbl apXUBHbIE JaHHBIC [0 aHAJM3Yy MOHO-
MEpOB, IOJIy4CHHBIC 32 HECKONBKO JIeT. IIpecraBieHsl pe3yabraTbl
HASHTU(HUKAIINY OCHOBHOTO BEIIECTBA M IIpUMeceil B MOHOMeEpax, pe-
3yJbTaT KOJIMYECTBEHHOTO OIPENIENICHHs METOJ0M BHYTPEHHEH HOpMa-

Tabauna 1. Pe3yabTarhl aHAIM32 MeTHIMETAKPUJIATA.

JIM3aluy 110 miomansiM ¢ rnomoinbio [7KX Ha kanuuisipHOR KOJIOHKE,
rnepeyeHb npumMecei, ykazanusix B HJ[ Ha MOHOMEpHBI U pe3ylbTaT ux
KOJINYECTBEHHOTO ONpe/eSIeHUsT METOJOM BHYTPEHHEro CTaHjaapra ¢
noMompbro [7KX Ha kanunispHOI KOJTOHKE.

S v
Wnentudunuposano %gﬁﬁnpgiﬁnﬁ’ngzﬁ?;gx; Hpnc;fgcagl{dgg);[onfgzen 1o Macc. nons, %, BHyTpeHHUH CTaHIapT
MMA 99,94 HOpMa > 99.8 99,94 (110 pasaoctu 100% — npumecn)
METaHOJ 0,0004 METaHOJI 0,0006
aleTOH 0,0005 aleTOH 0,0002
MeTHuJaleTar 0,0002 MeTHJIaleTaT 0,0002
JUALIETHIT 0,00004 —
METaKPUIOHUTPHUIL 0,0018 — 0,0015
METHJIaKpHIaT 0,00001 METHJIaKpHIaT OTC.
STHIMETaKpUIIaT oTC. ITHIMET-aKpHIIaT oTC.
METUJIIPONHUOHAT 0,0057 -
METHJIN300yTHpAT 0,0053 METHIIN30-0yTHpAT 0,006
METHJI-0-OKCHU300yTUpaT 0,062 METHJI-0i-OKCHU300yTHpaT 0,052
He npentud. npumecu 0,0012 —
CymMa mmpuMecen 0,077 no 'OCT <0,15 0,061
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Tabauna 2. Peyabrarbl ananu3a OyTHIMETaKpUJIaTA.

Macc. nons, %, BHyTpeHHsIsS

IIpucyrcrBue npumecei

Wnentudummposano HOPMANH3ALIHA 10 TUIOUIAZIAM 10 TOCT 16756-71 Macc. nomst, %, BHYTpeHHHI CTaHAAPT
Oy THIIMET-aKpHJIaT 99,72 HopMa > 99,2 99,78 (110 paznoctr 100% — npumMecn)
aleToH 0,0009 aleToH 0,0007
THIIAIETAT 0,0143 — 0,014
OyTaHOoI 0,063 OyTaHOI 0,051
OyTumnanerar 0,014 OyTuianerar 0,010
METaKpHJIOBasi KUCIIOTa 0,0012 - 0,0016
Oy THITOBEIH up 0,1462 Oy THIIOBBIN 3¢up 0,129
BTOPHYHBIN OyTHIMET-aKpHiIaT 0,0053 BTOqu:;;PLgZ$HHMeT' 0,004
Oy THII-0.-OKCH300yTHpaT 0,0120 Oy THII-0-OKCH30-0y THpaT 0,028
He nnentud. npumecn 0,0020 -
CyMmma mpumeceit 0,26 mo 'OCT <0,70 0,23

Tabauna 3. Pe3yabTarhl aHAIM3a BHHHIIALETATA.

Macc. nons, %, BHyTpeHHSSA

[IpucyrcrBue npumeceit

WnentudumupoBano HOPMATH3AITAS! 110 TUIOMIAISM 10 TY 6-11-0209955-1-88 Macc. nons, %, BHyTpeHHHI CTaHAAPT
BHUHUJIALIETAT 99,89 HOpMa > 99,85-99,90 99,92 (110 paznoctn 100 — mpumecn)
aleTaabaeT T 0,029 aleTaabICT /I 0,025

KPOTOHOBBIH aJIbJerul 0,0012 KPOTOHOBBIH aJIbJIer U Orc.
aleToH + MeTHIIaIeTar 0,059 aleToH 0,05
JTHJIAIETAT - -
ALETOHUTPUIL 0,0006 -
YKCyCHas KHCI0Ta 0,005 YKCyCHasl KUCIOTa 0,006
METHIIBHHIIKETOH -
He unentud. npumecu 0,021
CymMma npumeceit 0,116 0,081

Ta6auna 4. Pe3yasTaTel anaauza 6yTHIaKpUIaTa.

Macc. noms, %, BHyTpEHHSIS
2 2

[IpucyrcrBue npumeceii mo

Unennduumposaro HOpMaJIM3aLus 10 TUIOIASIM TV 2435-045-52470175-2012 Macc. nons, %, BHYTpeHHHH CTaHAapT
OyTunakpusiar 99,86 HOpMa > 99,5 99,94 (mo pa3HoCTH)
OeH3alIbICeT 1 0,0004 OeH3alIbIET 1T 0,0006

H-OyTaHOI 0,0021 OyTHIIOBBII CIIPT 0,0030
OyTuianerar 0,0078 OyTuianerar 0,0095
H-Oy TUJI-IIPOITHOHAT 0,015 Oy THIITIPONTHOHAT 0,025
TT-H-Oy THII0BBIN 3¢hup 0,012 Oy THIIOBBIN 3(up 0,010
N300y THII-aKpUJIaT 0,014 N300y THII-aKpuJIaT 0,012
Oy THIIH30-0y THpAT 0,0140
Oy THII-2-TUIPOKCHH300y TUpAT 0,021 —
— M30aMIJIAKpUIIAT
- Gypdypox
He unentud. npumecu 0,054
CymMma npumeceit 0,14 0,060
Tadauna 5. Pe3yibrarhl aHaIM3a 2-3THITEKCHIAKPUJIATA.

Macc. nomst, %, BHyTpeHHSS

[IpucyrcrBue npumeceit

Wnentudumposano HOPMANH3ALIMSA 10 TUIOLIAZIAM 0 TV 6-01-1232-80 Macc. nomnst, %, BHyTpeHHUH CTaHIapT
2-3THIATEKCHI-aKpHIaT 99,68 Hopwma = 99,0
(METO/T OMBIJICHHMS)
2-3TUITEKCEH 0,0005
METHJIAKPUIIAT 0,0012
METHJIMETaKpuIaT 0,0259
JINANETOHOBBIN CITUPT 0,0054
Oy THIIMETaKpHIaT 0,0006
2-3THIITEKCUIIOBBIN CIIUPT 0,0168 2_3Tnﬂre§_8f8170§/2’ TH crpT 0,018
2-3TUITeKCUIALeTaT 0,0263
[ -IponHIIIeH-THIIAKPUITAT WITH 0.148
H-OKTHJIAaKpHJIAT i
2-3THIITEKCHIT-Oy TUpaT 0,0034
He nnentud. npumecu 0,092
Cymma npumeceit 0,32
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Takum 06pa3om, IIPOBE/ICHHbIE UCCIIEIOBAHMS TOKA3bIBAIOT (TaOIHIIBI
1-6), 4TO KOHIIEHTpAIHs pUMeceld 1 OCHOBHOTO BEILECTBA, OIpe/ie-
JICHHasT METOAAaMH BHYTPEHHErO CTaHAapTa M BHYTPEHHEH HopMa-
JU3alUU [0 IJIOIAAAM JAar0T COINOCTABUMBIC PE3yJbTaThl, IIPU 3TOM
TPYAO3aTpaThl HA aHAJIH3 METOIOM HOPMAIM3aIllH TOpa3ao MEHBIIE, a
KOJINYECTBO OIPE/IeIIeMbIX IIPUMECceil HAMHOTO OOJIbIIIE.

MOHO TOIYCTUTh, YTO HEKOTOPBIE IIPUMECH, HE YKa3aHHBIC B paHee
paszpaborannoii HJ] MOTyT BIMsATH Ha OT/ENIbHbIE CBOMCTBA (CO)MOJH-
MmepoB. Ecin Heyuer Takux npumeceit 6611 00yCIOB/ICH MEHbIIIEH 1yB-
CTBUTEJILHOCTBIO IPUMEHSIBIINXCS XpoMaTorpadoB, TO LeJiecoo0pa3Ho
[IPOBEJCHUE JOIOTHUTEIbHBIX UCCIICI0OBAHUM Ha 3Ty TEMY.

B Tabnuuax 7-8 mpuBeneHbI pe3yibTaTbl WACHTHU(GUKALUM H, KaKk
IpuMep, pe3yibTaThl koauyecTBeHHoro aHanuza MbpA u MIIT™ merto-
JIOM BHYTPEHHEH HOpMaIn3aluu 1o riomassm. Ha stu monomepst H/J
OTCYTCTBYET.

Tabauna 6. Pe3yabTaTbl aHAAWM32 MOHOMETAKPH/IATA JTHJICHIIMKOJIA
(M3I).

Macc. nons, | IlpucyrcrBue Macc.
Wnentudu- %, BHYTPCHHSISI | PUMeEced 1o noist, %o,
LUPOBAHO HopManuzaius |TY 6-01-1240-| BHyTpeHHHH
10 IUIOIIAISIM 80 CTaHAapT
MOHOMETaKpHIIaT
P 98,86 >96,0

OTHIICHIIAKIIS
STUJICHIIMKOJIb 0,104 STUJICHIJIMKOIb 0,17
MOHOAIIETAT 0.074 MOHOAIIETAT )
STHJICHITTHKOJIS > STHICHITTHKOJIS

MMETaKpHIaT MMETaKpHIaT
a p 0,228 n P 0,24
OTHICHITTHKOJIS STHICHITTHKOJIS
MOHOMETaKpHJIaT

P 0,242 }

JIND THIICHITTHKOIIS

NMETaKpHIaT
A p 0,201 0,19
JINS THIICHITTHKOIIS
JMMETaKpuiar _
TPHUATHIICHIITUKOJIS
He unentud.

AT 0.37

MPUMECH
CyMmma npumeceit 1,14

Tabauna 7. Pesyabrarbl ananau3a nzobopauinakpuiaara (MbpA).

Macc. noms, %, BHyTpEHHSS
WnentudunmpoaHo

HOPMaJIM3ALHs [0 TUIOIASIM
CyMMa H30MEepOB aKpUIIATOB 99,32
Kampen 0,071
H130-00pHEOT 0,514
n30-00pHUIIAIIeTaT 0,163
OOpHWIAKpHIIAT 3,011
130-00pHUIAKpUIIAT 94,744
n30-00pHMIIAKpUIIAT(130)

N 1,568

(onTHYeCKHil H30Mep)
CyMmma nmpumeceit 0,68

Taéauua 8. Pe3yabTarbl aHa/IUM3a MOHOMETAKPHJIATA MPONMHJIEHITTHKOJIS
(MIIT).

Macec. nonst, %, BHyTpEHHsISI
WneaTudunupoBaHo AOIIAL, 70, BHYTD
HOPMaJIHM3alys 110 TUIOMAAIM
MOHOMETaKPHJIAT MPOIMIICHIIINKOIIS 99.67
(cymMMa H30MEpOB) >
MOHOAQLETAT HPOMHICHIIMKOIS 0.08
(cymMMa H30MEpOB) >
1,2-npONuIeHINKOIb 0,002
JIUMETaKpUiIaT IpOIHUISHIIINKOIS 0,03
MOHOMETaKpHJIaT IUIEpHHA 0,06
MOHOMETaKpHJIIaThI 0.03
JTUITPOTTUIICHITMKOIIST >
He npentud. npumecn 0,13
Cymma mpumeceit 0,33

Bb16000b1

1. Ipemioxen OBICTPBIN METOJ OLICHKU KadeCcTBa MOHOMEPOB (MeT)
AKPUJIOBOIO PAZia U BUHWIALETATA C IOMOLIBIO Ta30XKUIKOCTHOM Xpo-
Mmarorpaguu Ha KamWUBIPHOW KOJIOHKE C HCIIOJIb30BaHHEM pacueTa
BHYTpEHHEH HOpMasn3aluu (IpoCcTas HOpMaln3alys, HopMaJlu3aus
T10 TIJIOIIAJISIM).

2. Toka3aHo, 4TO NMpPUMEHEHHE T'a30XKHUAKOCTHOW Xpomarorpaduu
JUISL OLICHKH KadecTBa (MET)aKpWJIOBBIX MOHOMEPOB M BHHHWIIALIETATa
METO/IOM BHYTPEHHEH HOpMaln3aluy MO IUIOMAsIM 00ecIeunBaeT
oIpe/ieJIcHHe OCHOBHOI'O BEILECTBA U NpUMecel, yKa3aHHbIX B HOp-
MAaTUBHOH JOKyMEHTALlUH, HE Xy>K€ PEKOMEH/I0BAHHOI'O METO/1a C BHY-
TPEHHUM CTaHIAPTOM.
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