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BBEJEHHUE

CoBpeMeHHas TpakTUKa BOCCTAHOBJICHHUS U MPOTE3UPOBaHUS 3YOOB
0asupyercs Ha SBJICHUM aJre3ud — (PU3MKO-XHUMHUUYECKOM IpoIiecce, B pe3ybTaTe
KOTOpPOTO, JIB€ OJHOPOJHBIC CpeAbl NPWIMHAIOT APYr K APYry W ISl UX
paszeneHuss He0OXOJIMMO MPUIIOKUTh CHUITY. IJTO SBJICHHE IOJIOKEHO B OCHOBY
aAre3MOHHONW  TEXHUKA  BOCCTAHOBJIEHHUS 3yOHbIX  TkaHed. OCHOBHBIM
WHCTPYMEHTOM aJr€3MOHHOM TEXHUKHU SIBJISIIOTCS MAaTepHallbl WJIM aJIre€3HMOHHbIC
CUCTEMBI, KOTOPBIE COCTOSAT U3:

MPOTPABKH - BEIIECTBA PACTBOPSIOIIETO SMaJIb UJIU JICHTHH;

npaiiMepa - HHU3KOMOJEKYJSIPHOIO MOHOMEpA, IPOHUKAIOUIUM BHYTPb
JIEHTUHA (dMaJIN);

BEIIIECTBA, MPUAAIOIIECTO MaTEpUaTy CIIOCOOHOCTD K a/Ire3UHu.

WNneanpHast aire3sMoHHas cucteMa JOJbKHa ObITh OHMOCOBMECTHMA, HE
pa3pymiaTbCsi OT BO3ACHCTBHUS POTOBBIX KHUIAKOCTEH, OJUHAKOBO 3(P(HEKTUBHO
CBSI3bIBATHCS C BMabI0 W JICHTUHOM, MMETh JOCTATOYHYH) YCTOWYMBOCTH K
JKEBATEIbHBIM Harpy3kam, MEXaHHMYeCKHE CBONCTBa ONHM3KHE K 3yOHOU TKaHU U
MPOCTYIO0 METOJAUKY MMPUMEHEHUS B KIIMHUYECKOM MPaKTUKE.

UccnenoBanust B 00yiacTd  TIOJMyYEeHHMs]  BEIIECTB,  OOJIadaronIux
CIIOCOOHOCTBIO K aJire3uu W pa3pabOTKH aAre3MOHHBIX CHUCTEM, Beaytcs B AO
«BmagMuBa», OIHOM U3 KpPyOHBIX NOPOU3BOAUTENEH CTOMATOJIOTHYECKHUX
MaTepHuayioB, Ha 0a3e KOTOPOTO BHITIOJHSIIACH JaHHAs KBATH(UKAIIMOHHAS padoTa.

[enbto manHOM paboOTHl ObLUIA pa3paboTKa MOJYIPOMBINIJIEHHBIX METOJIOB
MOJIYYCHHS] aIT€3MOHHBIX MaTEepPUAJIOB Ha OCHOBE AHTHUIPHUIOB MOJIMKAPOOHOBBIX
KHUCIIOT - MUPOMEITTUTOBOTOIMAHTUIPHUIA, (DTAIEBOTO U TPUMEIUTOBOTO.

OOBEeKThl HCCIETOBAHUS — MUPOMEIUTUTOBBIMAMAHTHUAPUIIUMETAKPUIIAT
(ITMJIM), meTakpuioBsie MOHOI(PHUPHI HTATEBON U TPUOMEILUTUTOBOM KUCIIOT.

JlaHHBIE MaTepUAJIbl UCIIOJIB3YIOTCS B CTOMATOJIOTUU B KAYECTBE ChIPHEBOTO

KOMITIOHCHTA IIPpHU MIMPOHU3BOACTBC aJIIC3NMBOB, KIICCBBLIX IMOJUMCPHBIX KOMHOSHHI/Iﬁ,



BBICOKOA/T€3UBHBIX MTOKPBITHH 110 METaLly, KEPAaMUKE M KOMIIO3UTaM Pa3IMYHON
IPUPOABIL.

B nponecce BbINogHEHUs padOThI pelIaINCh CAEAYIOIINE 3a0aun:

- aHaJIu3 JMTEPATYPHBIX JAHHBIX O CYIIECTBYIOIIMX METONAX IOJyYCHHs
aAre3MBHBIX MATEPHUAIIOB;

- BbIOOp HauOosiee ONTHMAJIBHOTO BAapUAHTA, IO3BOJISIOIIETO  JOCTUYb
HEOOXOJUMBIX IapaMETPOB, ONPEIEISIOMINX KOJINUYECTBEHHbIE, KAUECTBEHHbIE U
CTOMMOCTHBIE XapaKTEPUCTHKHU pa3padaThIBAEMbIX MATEPUATIOBB COITOCTABICHUU C
CYILECTBYIOIMMH aHAJIOTaMH, B T.4. MUPOBBIMU;

- MPaKTHYECKOECU3YUYEHUE PA3JIUYHBIX CIOCOOOB MOJYYEHHUS YKa3aHHBIX

BBIIIIE COEIMHEHUN.
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2JINTEPATYPHBI OB30P

[lepBbie aare3uOHHBIC MOMU(PYHKIIMOHAIBHBIE MOHOMEPHI JIJISI CBSI3BIBAHUS C
3yOHOM TKaHbIO ObLT 3anaTeHTOoBaHbl komnanue «Gebr. DeTreyAG» B 1949 rony
[1]. B maTtenTe ObLIN 3aBIEHBI: TUMETAKPHIATIIUIEPOAPOCHOPHON KUCTOTHI, TH-
U TPU-METAKPWIATHITIIIOKOHOBOM KHUCHOTHI. [lepBblii MOHOMEp mokazan Oojee
BBICOKYIO aJIr€3UI0 C 3yOHBIMU TKaHSAMH. DTOT MOHOMEpP M €ro Moauduxanuu
NOJyYMIH IIMPOKOE TNPUMEHEHHE B COCTaBaX COBPEMEHHBIX KOMMEPUYECKHX
CTOMATOJIOTUYECKUX AT€3UBOB, KOMIIO3UTOB U CTEKIO-HOHOMEPHBIX LIEMEHTOB.

MoOIHBIM ~ CTUMYJIOM JUISI  Pa3BUTUS  QATE€3MOHHOW TEXHUKH CTaJlo
NPUMEHEHHNE KHCJIOTHOTO TPaBJICHUS 3YOHOW SMaliu, MPUMEHEHHOE JIOKTOPOM
MichaelBuonocore [2] B 1955 romy. TpaBieHue 3yOHOM 5SMalld KHCIOTaMHU
MO3BOJINJIO CYIIECTBEHHO YBEIUYHUTH IPOYHOCTH CIEIJICHHUS TOBEPXHOCTH C
MOJIUMEPHU3YIOIIUMHUCS CMOJIaMH, HaIpumep, C BBIIICYITOMSHYTHIM
JuMeTaKkpuiaaToM riaurepodochopHoii KUCIOThI [3].

CrnenyrommmM 93TarioM B Pa3BUTUU  QATE3WOHHOW TEXHUKH B
CTOMATOJIOTHH CTajo OTKphITHE NoKTOpa RafaelBowen, npemnoxuBiimiit MoHOMED,
COJEpKAIMA B CTPYKTYpPE MOJICKYJBl (PparMEHTBl SMOKCHUIHOW CMOJBI U JBE
MeTakpuiiaTHeie Tpynmbl. CHHTE3 MOHOMEpa OCYIISCTBISUICS peakiueil n30bITKa
rivnuauameTtakpuiara (nainee - GMA) (1) u 6uchenona A (audenunnpomnana).
[Tponykt mosyuns HazBaHue mMoHomepa Bowen wimm Bis-GMA (Puc.1.1) u Ha
MHOTO JIET CTall YHHBEPCAJIBbHBIM CBSI3YIOIIMM OOJBIIMHCTBA KOMIIO3UTOB U
aire3MBOB CTOMATOJIOTUYECKOTO, MEAMIIMHCKOTO M TEXHMYECKOTO Ha3HAuYCHUSI.
Bis-GMA (1) u ero mnpou3BOAHBIE BXOIAT B COCTaB MPAKTHUYECKH BCEX
COBPEMEHHBIX CTOMATOJIOTUYECKUX KOMIIO3UTOB U aare3uBoB. VX cuHTE3UupyIOT
IBYyMsI CIoco0amu: B3aMMOJEHCTBHEM HW30BITKA METAaKPHUJIOBOM KHCIOTHI C
JUTTAITUIAIOBEIME d(upaMu OMCHEHOJI0B, JIHOO MOIUIIMPOBAHHBIMHU CIIOCOOAMH

Bowen [4].
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Puc.1.1.Bis-GMA

B mpomecce mouwcka HOBBIX COEAMHEHUM COACPKAIIUX METaKpUJIaTHbBIC
dbparmMeHTbl, ObUTH MIPETIOKEHBI TTOJMMEPHU3YIOLIUECS METAKpUJIAThl COIEpKAIIIHE
B CBOEH CTPyKType KapOokcuipHyro rpynmy. B 1965 romy nokrop Bowen
MPEJIOKUIT  HOBBIA  MTOBEPXHOCTHO-AKTUBHBII MOHOMEp, COBMECTUMBIN C
BIQXHBIMH 3YOHBIMM TKaHSAMH — TMPOAYKT peakiuu N-peHwirnuinuHa u
ruuauimMerakpuwiara  [S]. Monomep mnonyuwn HazBanue NPG-GMA (2)

(Puc.1.2).
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Puc.1.2. MonomepNPG-GMA

NPG-GMA (2) HECKOJIbKO VYIY4YIIUI BOJOCTOMKOCTh U MPOYHOCTh
CBA3BIBAHUS KOMIIO3UTHBIX CMOJI C 3MaJbl0 M JEHTUHOM 3a CUYET XEJIaTHBIX
B3aUMOJICUCTBUI (PYHKITMOHAIBHBIX TPYIIT MOHOMEPA C MOHAMU KaJIbITHS.

JlanbHeilleMy pa3BUTHIO aIr€3MOHHOM TEXHUKHM IOCIOCOOCTBOBAJIO
VIY4IICHHE pa3pemaromed CrocOOHOCTH  MHUKPOCKONOB (B TOM  YHCIIE
ANIEKTPOHHBIX), C TMOMOIIbI0 KOTOPbIX OBUIO BBIBIEHO OOpa3OBaHHE TaK

HA3bIBAEMOTO  «CMAa3aHHOTO CJOS» TMocie o0paboTku 3yOHOW  MMOJIOCTH



aOpa3MBHBIMM MHCTPYMEHTAMU. ODTOT CJIOW COCTOMT M3 OCTATKOB JICHTHHA H
samanu. MccienoBaTeny NpeaioKuiad TEXHUKY OUYUCTKH JIEHTHHA OT «CMa3aHHOI0»
cJ10s1 00pabOTKOM C1a0BIMU KHCJIIOTHBIMH W XEJAaTUPYIOMKUMHK areHtamu [6,7]. B
KauecTBe OYHUCTHUTENeH JEHTHHA ObUIM MPEJIOKEHbl PAaCTBOPHl OKCAJIATOB
METaJIJIOB, C1a00 KOHIEHTPUPOBAHHBIE pacTBopa QochopHOi, ManeHHOBOMN
KHCIOT W T.Ja. B pasButue 3Toro HoBoBBeaeHHs A0kTOp NobioNakabayashi
NPEAJIOKUIT TEXHUKY TIOCIOMHOTO HAHECEHUsI Ha TMpenapupOBaHHBIN JCHTHH
OUUCTHUTENS, 3aTeM mpaiiMepa (HHU3KOMOJIEKYJSIPHBII MOHOMEp, MPOHUKAIOIIHMMA
BHYTpb JIGHTMHAa (dMajM)) W HAKOHEl, aJAre3uBa Ha MPOTPaBICHHYIO
noBepxHOCTH[8]. B kauectBe oumctutens Obul mpuMeneH 10%-i pactBop
JMMOHHOM KHUCIOTBI B coudeTaHuu C 3%-M pacTBOPOM XJIOPHUCTOTO IKeJesa.
[Ipaitmep coxeprkan HoBbilt MoHOMEp — 4-META (3) (puc.1.3) npencraBusitomuii
co0ol MpoayKT peakuuu ruapokcudTuIMeTakpuiara (HEMA) (12) ¢ anruapugom

TpHMGJIHHTOBOﬁ KHCJIOTHI.

Puc.1.3. 4-META

[Ipumenenune 4-META(3) cramo HadanoMm pa3BuUTHE padOT MO MOHUCKY U
pa3paboTKe METOJOB CHHTE3a KapOOKCHKHCIOTHBIX MOHOMEPOB, SBIISIOIINXCS
MPOAYKTOM B3aUMOJAEHCTBUS 2-ruApodTuinMerakpuiata (12) ¢ anruapugamu
KHCIIOT, TUOO B3aUMOJICUCTBUEM KUCJIOT C TIUUMIWIMETaKpUiIaToM. B xoae 3tux

paboT ObuTM CUHTE3UpOBaHBI MOHOMeEpHI (4-11), mpencraBieHnbie Ha puc.l.4 —

1.11.
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Puc.1.4. TumeTtakpuioBslid 3¢up NUPOMETUIUTOBOM KHCIOTHI

0
@#w 0
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0

Puc.1.5.MoHo (2-MeTakpuIOKCH 3TUI) Pranat

Puc.1.6. ITponykTt peakuuu quMeTaKkpuiaaTa TNIHIEpUHA C TUPOMEIUTUTOBBIM

auruapuaom (PMGDM)



@) OH
(0] (@) (@)
(0] (0]
%O/\/ O/\/ \[Hk
O N O
HO (@)
7

Puc.1.7. I[IpoyKT peakuny ruApOKCUATUIIMETAKpUIIaTa U OyTaHT3TPAKapOOHOBOM

KHCJIOTHI
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Puc.1.8. IIpoayKT peakiuu ru ApOKCUAITUIMETAKPHUIIATA C TUAHTUIPUIOM

oudenmnn-3,4,3°,4’-rerpakapOOHOBON KUCIOTHI
(@) OH
O O
OV\
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Puc.1.9. IlpoaykTt peakiuy rupOKCUITUIMETAKpHUIIaTa C TUAHTUIPUIIOM

oenzodenon-3,4,3’,4’-teTpakapOOHOBOM KHUCIOTHI
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Puc.1.10. IIpoayxT peakiuu ruipOKCUITHIMMETAKPHUIIATA C
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Puc.1.11.IIpoayKT peakiuu TuIpOKCUITHIMETAKPUIIATa C METUIICHAN(TATICBBIM

AHTUJIPUJIOM

I'pynna uccnegoBateneld moJ pyKOBOACTBOM JAoKTopa Bowen pazpaborana
aare3noHHyro cucremy Ha ocHoBe NPG-GMA u kuciotHoro monomepa [IM/IM—
NpOAyKTa  peakluu  NUPOMEJUIMTOBOTO  nuanrujgpuaa  (13) wu 2-
rugpokucyTuaMerakpmwiara (12). JlanHas cucTteMa CyIIECTBEHHO YJIydlllnjia
aJIT€3MOHHYI0 TPOYHOCTh MEXIY KOMIIO3UTOM M 3yOHOH TKaHblO. PazpaboranHas
METO/MKA TMpeJroaraia MOCieI0BaTeIbHOe MPUMEHEHHUE BOJHO-KUCIOTHBIX
OKCaJlaTOB METAaJUIOB, 3aTeM aneToHOBbIX pacTBOpoB NPG-GMA (wmm NTG-

GMA) (2) u pamee 7 %-ro pactBopa PMDM (4) B amerone [9].

[Ipouecc cunteza IIMJIM (4) ocymecTBiasau HarpeBaHueM | Moub

JTAAHTUAPUAA MAPOMEIITIUTOBOM KHUCJIOTBI (13), 2 MOJIb 2-
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ruapokcudTUaMerakpwiata  (HEMA) (12) ¢ poGaBieHueM  HEOOJIBIIOTO
KOJIMYECTBA allpOTOHOrO Karaju3aropa B O€3BOJHOM APOTOHHOM PAacTBOPHTEIIE.
B kadecTBe pacTBOpUTENS MOTYT OBITh HMCHOJB30BAHBI (AUMETHIPOPMAMHUL,
TUMETWICYIb(OKCH,  AMITWICHIVIMKONISA  JUATWIOBBIA  3Qup,  alEeToH,
METUJIITHIIKETOH, TETparuapoypaH M Apyrue HHEPTHHIE WIM KaTaIUTHYECKUE
pacTBOpUTENIM B KOTOPBIX pPAcCTBOPUMBI MCXOJHbIE peareHThl. llpumepom
KaTaJIUTUYECKUX PACTBOPUTENIEH MOTYT ObITh TUPUIUH, TPUITHIIAMUH WU APYTUE
anpoTOHHbIE, OE3BOJIHbIE, TPETUYHbIE aAIU(PATUUECKUE WM apPOMATHUYECKHE
amMuHbl. TakuMm 00pa3oMm, CHHTE3 OCYIIECTBISETCS JIMOO B aANpPOTOHHOM
pacTBOpHUTENE C J00aBICHUEM TPETUYHOTO aMUHA B KQUE€CTBE KaTajlu3aTopa, J100
CUHTE3 OCYLIECTBIIIETCS HETIOCPEACTBEHHO B Cpesie TpeTudHoro amuua [ 10].

Ho He3aBHCHMMO OT YCJIOBHIl NPOBEICHUS CUHTE3d, KOHEUYHBIM IPOIYKT
MPEACTABIAECT COOOM CcMech M30MEpOB — TpaHc- u nuc-uzomep [IMAM (4,15).

Cxema peakuuu npvpeaeHa Ha puc.l.12.
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Puc.1.12. CxeMa peakuuu mupoMeIMTOBOTO aHTUAPUIA U 2-THAPOKCUITUIMETAKpUIaTa
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Yucteiii TpaHc-uzomep (4) TONYyYWIM B pe3ylbTareé MHOTOKpPATHOU
MepeKpucTali3aMu U3 cMecu Boja-Meranod (1:1). Temmneparypa miaBieHus
yuctoro Tpanc-uzomepa [ IMJIM (4) 163 °C, cmecu uzomepon (4,15) 146 °C.

Ha pwc.1.13. mpuBeneH mnpeamojiaraeMblii MeEXaHU3M OOpa30BaHUS

METaKpHJIOBOTO 3(hrpa MUPOMEITTUTOBOIN KUCIOTHI.
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Puc.1.13. Tlpenmonaraemprii Mexanu3M 00pa30BaHMsI METAKPUIIOBOTO ddupa

HHpOMCHHHTOBOﬁ KHCJIOTBI

C nensto Oonee sddexruBHoro mpumeHenus IIMJIM B aare3moHHOMN
texuuke, D.NMisra u R.L. Bowen wuccrnemoBamu ero aacopOmuio Ha
CUHTETUYECKOM rujpokcwiamnarute [11]. DOxcnepumeHT 3akioyaincs B

CMEIIMBaHUM  cnuproBoro  pacteopa IIMJM ¢ ruapokcuwianaTuTom
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(mpubnuszutensHas dopmyna Ca;o(OH),(PO4)) u BblaepkuBamu B TeueHue 45
MUHYT [pH  KOMHAaTHOM  Temmeparype. (OCTaToyHyl0  KOHIEHTPAILUIO
KOHTPOJIMPOBAJIM T10 TOMJIOLIEHUIO nipu 290 HM.

Ha ocHOBaHMM NONY4YE€HHBIX JAHHBIX UCCIEAOBATENM CIEJIAIA BBIBOJ O TOM,
YTO apOMaTHUYECKOE KOJIBIIO M KapOOKCHIIbHBIE TPYMIbI PACHOJIaraloTcsi BAOJIb
IJIOCKOCTH TIOBEPXHOCTH, a METaKpWjaTHble (parMeHThl pacrojaraioTcs Hal
MI0CKOCThIO. [loMHMO 3TOTO, OBIO OTMEUYEHO, YTO TMOJIOKEHUE METAKPUIATHBIX
dbparMeHTOB B CTPYKTYpE MOJIEKYJbl HE BIMAET Ha Xapakrep ajacopommu. U3
sToro cienyet, yTo [IMJIM ancopOupoBaHHbII Ha MOBEPXHOCTH ACHTHHA (IMaJIN)
UrpaeT poJib «MOCTa»: C OJHOM CTOPOHBI KApOOKCWIBHBIMH TpynrnaMu
B3aMUMOJICCTBYEeT ¢ cyOcTparoM 3y0a, C Jpyroi CTOPOHBI 3a CUET
METaKpUJIATHBIX ()ParMEHTOB MOXKET y4acTBOBATh B MpoIlieccax MOJIMMEPU3ALNH U
COIOJIMMEPU3ALIN Y.

OtHocuTeNnbHAs JETKOCTh MoiaydyeHuss U cBoiictBa [IMJIM nenatotr ero
BEChbMa IMEPCIEKTUBHBIM MATEPUATIOM [ CO3/IaHUSl AaATC3UOHHBIX CHUCTEM, a

3a/1a9y 10 pa3pabOTKe TEXHOJOTHHU €ro MOJyYeHHUsS aKTyaJIbHOM.

1.1 Cunre3HEMA-¢Tanara

B nureparype [12] omnucan cnoco6 mnonydenus HEMA-¢dranara
HEMOCPEJACTBEHHBIM  B3auMojeiicTBHeM  (TajeBoro  aHruapuga ¢ 2-
THAPOKCUATUIIOBBIM 3(UPOM METAKPUIIOBOM KHUCIOTHI B OEH30JI€ B MPUCYTCTBUU

mupennnnukpunruapasuaa (DPPH) u tpustrinamuna

0] ‘ O
o + HO/\/O\H)\ OH (0]

o
12 O

19 20

Puc. 1.14. Cxema nonyuenusst HEMA-¢dranara
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B amepukanckom matente [13] ommcaH aHAJIOTHYHBIM CIOCOO MOJy4YeHUS
HEMA-¢Tanata ¢ WCIOIB30BaHHEM B KA4eCTBE pPACTBOPUTENS aleToHA U

IMAPUINHA KaK KaTaJlIn3aTopa.

Brixop nieneBoro npoaykra coctasiset 80%.

1.2 Cunre3 4-META

B nuteparype [14] onucan cunre3 4-META (23) no cienyromeit cxeme:

O
0 O O
SOCI Cl
OH 2
o O .
0]
22

Y

O 21
HO/\/O#

o O
O

O
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23

Puc. 1.15. Cxema nonyuenus 4-META

HeoOxoaumplii B KauecTBE MCXOAHOTO TPUMEITUTOBBIM aHruapupg (21)
MOXET OBbITh MOJYyYEeH KaK 0pH XUMHUYECKOM, TaKk W TpU TEPMUUYECKOU

neruapagamnyu [15].
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COOH f%C\ﬁyo
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24 - O
HOOC
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21

Puc.1.16. Cxema peakuuil noJy4eHUs TPUMEILIMTOBOTOAHTUIPHTA

MOHOXJIOpaHTUAPU]] TPUMEIUTUTOBON KHUCIOTHI (22) OBLINOMYYEH, UCXOJS
Y3 TPUMEJUIUTOBOM KUCIOTH U XJIOPUCTOTO THOHWIIAM MO clieayrouien cxeme [16].
[Ipu wucnonb3zoBanuu Tpuxiopuna ¢ocpopa oOpa3zyeTcss TPUXIOPAHTUIPUL

TPUMEIIUTOBOM KUCITOTHI (25).

Socl,

ClOC

COOH
HOOC COOH
PCl, COCI
24
CloC COCI

25

Y

Puc.1.17. Cxema nosrydeHus XJOPaHTUAPUIOB TPUMEITTUTOBOM KUCIIOTHI
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B3auMopeiicTBue TpUMEIIITMTOBON KUCIOTHI (24) ¢ M30BITKOM XJIOPUCTOTO
THOHUJIA TIPUBOJANUT K 0OPa30BAHUIO MOHOXJIOPH/IA TPUMEIUTUTOBON KUCIIOTHI (22),
npuYeM KapOOKCUIIbHBIE TPYMIBI B OPTO-MOJOXKEHUU OTHICIUIAIOT BOIY, 00pa3ys
AHTUAPUIHOE KOJBIO. BBIXOAMOHOXJIOpHAA TPUMEUIMTOBOM KHUCIOTHI (22)

coctaBui 82% ot Teoperuueckoro [17].

JUIsl mosty4eHus MOHOXJIOpHJIa TPUMEJUIMTOBOW KHCIOTBI aBTOPBI PadOTHI

[18] ucnonib3oBamu TPUMEUIUTOBBIN aHTUApUI (21).

Q 0 0 o
HO Cl
) + soCL, —— [e)
O 0
21 22

Puc.1.18. CxeMa nonyyeHus XJIOpPaHTUAPUJIA TPUMEITTUTOBOM KUCIOTHI
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2OKCIIEPUMEHTAJIBHAS YACTD

2.1XapaKkTepuCTUKH CHIPbS U 000PYI0BAHMSL, HEOOXOAMMOTIO ISl IOJTYyYeHUsA
napa-uzomepa IIMAM
B mporiecce skcnepMeHTabHONM paboThI 10 nonyuyeHuto tpanc-1IMJIM (4)

OB MCIIOJIB30BaHbI CIEAYIONIME 000pynoBaHMe W MaTepuaibl (Tabnuna 2.1 u

2.2)

Tabnuma 2.1.
Ucnonszyemoe ObopyaoBaHue
Ne
Kou-Bo,
n/n HaumenoBanue 000pyaoBaHust XapakTepucruka -
1 | Konba konnueckast co nuutudom 29/32 | mo I'OCT 25336-82 1
2 Benpo mmactukoBoe BMECTUMOCTBIO |
5000 mn
3 | Bechl mabopaTopHbie no 'OCT P 53228- 1
«Capto' OCMCE6202-Cx 2010
4 | PoTaunoHHBbIN HCTIapUTEID 1
«Heidolphy»
5 | CTtakaH XUMUYECKUI1 BMECTUMOCTBIO 1
3000 mn
OOGpaTHBII X0JI0HIBHUK 1
Konba kpyrnomonHas 1
8 | Konba bynzena BMECTUMOCTBIO 1
2000 mn
9 | Boponka broxHepa o 'OCT 25336-82 1
10 |kad cymmababii «Memmert 100- 1
800»
11 | Hacoc Bakyymusbiit «kKNF Laboport» 1
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Ta0muma 2.2
Hcnonp3yemble MaTepUabl
Ne HaunmenoBanmue HopmaTusHbIit M b T .
n/n Mar r ™/em® ° Toa™C
epHuaJIoB JIOKYMEHT /Mo | /cm C

[TupomMeITUTOBBIANAHT U T

AS: 89-32- } ) i
punAldrich CAS:89-32-7 | 218,12 397-400

2 | Terparuapodypan, u.g.a | CAS: 89-32-7 - - - -

3 2-ruIpOKCUATUIIMETAKPUIIAT CAS:868-77-9 130,14 | 1,073 | 205-208 127

4 [Tapa-meTokcudeHo 1Y 6-09-07- 139,12 214,5 45
P 1781-93 ! ] !
5 TpusTrnamun I'OCT 9966-88 | 101,19 | 0,728 89,5 -114,8
6 Consanas KucioTa I'OCT 3118-77 36,46 1,19 48 30
TV 2636-018-
7 Metanon Y 32,04 | 0,7918 64,7 -97

294837-81-2015

2.2Metoanka noaydenusi IIM/IM ¢ ucnosb3oBanem pacrsopures (TT' @)

B 2-X muTpoBYI0 KOHMUYECKYIO KOOy co nummdom 29/32 nomemarot:

- 300 r (1,38 M0J1b) MUPOMEITUTOBOTO TUAHTUIPHIA;

- 358 M (384 1, 2.95 Mob) 2-TUAPOKCUMETUIIMETAKPUIIATA;

- 1 mutp cyxoro TI'®, 1.8 r (0,015 monp) mapa-meTokcudpeHona;

-27 mn (52,3 1, 0,52 MOJIb) TPUATHUIIAMHHA.

B nmpomecce HarpeBaHUS PEAKIMOHHONM MAacChl TPOMCXOAUT TOCTETICHHOE
pacTBOpEHHE aHTUAPUAA.

K kombe mnpucoequHSOT OOpaTHBIM  XOJOAWIBHUK W  HarpeBaroT
PEaKIMOHHYIO CMECh J0 ClIaboro KumeHus. PeakIMoOHHYI0 MacCy BBILICPKUBAIOT B
TEYEHHUHU 2 YacOB MPH JaHHOU TeMIiepaType.

[Tocne oxyaxkaeHusi, peakMOHHYI0 CMECh MEPENUBAIOT B 3-X JUTPOBYIO
KPYIJIOJOHHYIO  KOJIOy JUIsl OTIOHKM Ha pPOTOPHOM  HCHApUTeNe, MpHU
nepeMenMBaHuN  M00aBIsAOT 21 M KOHIIEHTPUPOBAHHON COJISTHOH KHCIIOTHI.
[IpoucxoauT BBIMAJCHHE XJIOpUAA TpHUATWIAMMOHHUA. Jlajee Ha pOTOPHOM
ucrnapurese oTrousor TIT'®. [lomyyaercs rycras, nmpo3padHasi, CJIeTKa XKenToBaTas
Macca, KOTOPYI0 JOCYHIMBAIOT MoJ 0ojiee MIyOOKMM BaKyyMOM IMpH HEOOJIBIIOM

Harpese (He Bbiuie 40 °C) no npekpaieHus KoaeHcauuu napos TT'O.
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K macce npunuBatoT 1 11 Temaoro MeraHosa, MepeMEeNInBalOT U HarpeBaroT
Ha BOJSHOI OaHe (He IOIycKas KUIIEHUs) 0 MOJHOTo pacTBOpeHus. [lomydeHHbIi
pacTBOp MEPEHOCAT B XUMHUYECKHI cTakaH BMeCTUMOCThIO 3 1. JloOGaBistoT 1 1
MeTaHona. Jlamee HEOONBIIMMH MOPLUUAMU JO0ABISIIOT OOECCONICHHYIO  BOAY,
o0mmii 00beM KOTOPOW JOHKEH COCTaBUTh MpPUMEpPHO 1,5 1, 10 MOSBICHHS
YCTOMYMBOIO MOMYTHEHUS pacTBOpa. OCTaBIAIOT IPU pa3MEIIMBaHUU Ha 12 4yacoB
710 TIOJIHOTO OXJIAX/ICHUS U (POPMUPOBAHUS OCAJIKA.

[TonyueHnnyto cycneHsuo GuibTpyroT. OcaloK MPOMBIBAIOT Ha (UIbTpE
cMmechio u3onpornanon-pona (1:1) (tpu mopruu, mo 300 M kaxkaas). [IpoMbIThIit
0CaJI0K OT)KHUMAIOT «JIOCYXa».

Cymar npu temneparype (40-50) °C no mocrosiHHOM Macchl. Bwixon mo TpaHc-

uzomepy [IMJIM (4) coctaBnsiet (40-45) %.

2.3Pa3paborka meToa0B KoHTpoJs [IMIM

Pa3paboTka METOIMKH OIIPENEIEHUS TPUMECEN

B ocHoBy Meroauku mosioxkeHa oOpaiieHo-¢ha3oBas BbICOKOA(D(EKTUBHAS

xpoMarorpadusi co cneKTpoPOTOMETPUUECKUM JETEKTUPOBAHUEM.

Ta0muna 2.3

XapakTepucTrKa UCIOJIb30BAaHHOTO 000PY/I0BaHUS 1 MaTEPUATIOB

Ne | HaumenoBaHue 000py/10BaHHS

XapakTepucruka
n/n U MaTEepPHAJIOB
1 | IO «MynbTuxpom» Bepcust 1.72 | 4-x  KaHaJIbHBIA  JBYXIUTYH>KEPHBIN
Cucrema BOXKXX Hacoc EliteLaChrom 2130
HitachiEliteLaChrom: CnexkTpohOTOMETPUYECKUIN  JIETEKTOP

EliteLaChromlL-2400
Tepmocrar TUTS KOJIOHOK
JetStreamIIPlus

Cucrema BBoja; Peomaita 77251
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pH-meTp pH-150M

CrnextpodoTomeTp «Hitachi

U2900»

Becnl nabopatopusie | CnenuansHoro (I) kmacca ToyHOCTH MO
AHAJIMTUYECKUE I'OCT P 53228, JOIyCTUMAs
«SartortusCPA224Sy norpemHocTs u3mepenus 0,0005 r
Cucrema bunbTpanmu | MemMOpaHHBIN QUIBTPHI U3 TTOJIMAMUIA

MOABMKHOM (pa3bl C pazMepoM 1op 45MKmM

ALIETOHUTPHII s BOJKX oc.u

Hurunpodocdat xanus o 'OCT 4198-75 x.u

®docdopHas KUCIOTa o 'OCT 6552-80 x.u4

Bopa quctunnupoBannas o I'OCT 6709-72

YcnoBus XDOMaTOFDad)I/IDOBaHI/IHZ

- Kononka: EC 150\3 NUCLEODURCI18 Pyramid 3pum ¢ npeakoaoHKOM

- Temnepatypa 25 °C

- Ckopoctb noroka: 0,4 mia\MuH

- Jlnmnuaa BostHbI AeTektrupoBanus: 290 HM

- Bpems ananusa: 20 MuHyT

- ITonsuwxknas daza (IID): A:b=28:72

PexxrM M30KpaTHUECKOro 3I0UPOBAHUS

KomnonenT A: AnetoHUTpuI (0C.4)

Komnonent b: ®ochatusiit 6ydpep C=0.05M, pH=3.00£0.05

Onucanue MCTOJMKH OIIPCACIICHHUSA HDHMGCCﬁ

a) [IpuroroBiieHre KOMIIOHEHTA MOABUKHON (Pa3bl:

3
BMecTUMOCTBEI0O 500 oM

B wmepuyo konly

MOMEIIAIN  HAaBECKY

murugpodocdara Kanus Maccoif mpumepHo 3,5 T, moGapmstim 300-400 o’

,Z[I/ICTI/IJIJII/IpOBaHHOﬁ BOAbI W IECPCMCHIMBAIM OO0 IIOJHOI'O0 paCTBOPCHHUSA COJIH.
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Hanee no6aiaenueM GpochopHOM KUCIOTHI JoBoauiau 3Hadenue pH no (3,00+0,05)
noTeHuoMeTpudeckuM. O0beM KOJIObI JOBOIWIN 0 METKH JUCTUIUTMPOBAHHOMN
BOJION U nepeMeruBaiu. [lomydeHHbIN pacTBOp (PHIIBTPOBAIH Yepe3 MEMOPAHHBIHI
¢ubTp ¢ pazmepom mop 0,45 MKMm.

0) [IpuroTroBneHue pacTBOpa UCIBITYEMOTO 00pa3Ia:

Hapecky o6pazna IIMJIM wmaccoii mpumepHo 50-60 Mr mnomemiaroT B
MEPHYI0 KOJIOY BMECTHMOCTBIO 25 ¢M’ , JOOABISIOT 7 CM aleTOHHTpHiIa (d4) U
OCTaBJISIIOT JO TMOJHOro pactBopeHus. OObeM KoIObl JOBOAAT 10 METKH
pactBopoM KommoHeHTa [1®D. PactBop GpuibTpyroT uepe3 MeMOpaHHbIN QUIbTpa C
pasmepoM nop 0.45 Mxm.

B) [IpoBenenue ananmza

[loaroToBneHHbIE pacTBOPbl O00pa3LOB XpOMATOrpaUpyrOT B YKa3aHHBIX

BbIlIe ycinoBusaX. [lonyyator He MeHee 3-X XpoMaToTrpaMM.

mv 14
120
110
100
90-|
80-|
70-
60-|
50-]
40 6
30
20-

16

3
f\ 45 789 10 1 12 13
A AL

I N I

10+

el — A

1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 wmd

Puc.2.1.XpomaTorpamma cmecu uzomepon [IMIM
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Puc.2.2. Xpomarorpamma tpanc-uzomepa [IM/IM

2.4Pa3paboTka MeTola MOJyYeHHUsI MAPOME/UIMTOBOI0 THAHTHAPHUIA

aumerakpuiaara (IIMIM) 6e3 pacTBopureis

B xummueckuii crakan BMecTuMoOCcThIO 3000 M IIOMEIAroOT:
2-rugpokcudytTunmMerakpunat  (12).  Ilpm  mepememuBanuu — MPUOABISIOT
nupomMeuUTOBeIN auanruapun (13) u mapa-mMeTokcupeHoa — pacTBOP MPU ITOM
OKpAIlIMBAETCs] B KPACHO-OPAHKEBbIN 1IBET, 3aTE€M TPUITUIIAMHUH — L[BET pacTBOpa
U3 KpPacHO-OPAH)XEBOT'O IEPEXOJUT B HKEITOBATHIA, HAYMHAETCS PACTBOPEHUE
aHrApuaa, KOTOpoe 3akaHuuBaercss uepe3 10-15 MHHYT mHOpu IOCTOSSHHOM
nepeMemBaHuu. [Ipy 3TOM MOPOMCXOOUT CaMONPOU3BOJIIBHOE HarpeBaHHE
pacTBopa.

PactBop nepememmBatoT B TeueHue 45 MUHYT 10 oOpa3zoBaHusi Oemnoif
rycToi Macchl. 3aTeM NPWIMBAIOT Teriblii MeTaHol (40-45°C) u nmepeMenBaioT
JI0 TIOJIHOTO PacTBOpEHHUs. PeaklIMOHHYI0 Maccy NEPEHOCAT B IJIACTUKOBOE BEIPO

U TPWIMBAIOT COJIIHYI0 KHCIOTY M OOECCOJICHHYI0 BOAY JO0 YCTONYHMBOIO
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NOMYTHEHHMS pacTBopa. OCTaBJISAIOT MPU MOCTOSHHOM MepeMEelInBaHuid Ha 24 yaca
TUst POPMUPOBAHUS OCAIKA.

BoinaBmmii ocagok OT(GUIBTPOBBIBAIOT, TPOMBIBAIOT Ha (DUIBTPE CMECHIO
u3onponanona-soaa (1:1). IIpoMbITEI 0CaAOK TIIATETBHO OTKUMAOT.

Cymat nipu Temneparype (40-50°C) no nocrosinaoi Maccel. Beixog TIMIM
coctasisieT 40%.

3arpy3k KOMIIOHEHTOB, YCJIOBHS TPOBEICHHUS PEAKIUU U BBIICICHUS
nesneBoro npoaykra (Tpanc-1IMJIM) 1 BbIXOJ TOCJIETHETO MPUBEICHBI B TA0JIMIIAX

24un25.
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Tabmmna 2.4
YcnoBus nostyueHus tpanc-uzomepa [IMJIM
3azpy3ku Buvioenenue eengecmea
ITupomesn- 2-rupoxcu- Ilapa- CoastnHast
JMTOBBIN ITUWIMECTAKPUJIAT MeTOKCI/I(l)eHO.]I
FR—— (HEMA) TpudTUiaMuH KHCJIOTA MeTaHoJ1 H,0
(PMDA)
Z MOJlb MJl 2 MOJlb 2l MOJlb MJl 2l MOJ1b MJl Z MOJlb MJl Z MOJlb MJl Z MOJlb

60 0,27 71,6 | 77 10,59 036 | 0,002 54 | 7,4 | 0,073 | 4,2 5 0,14 | 400 | 505,1 16 300 | 300,5 17

150 | 0,68 | 179 | 192 | 1,47 | 0,9 | 0,006 | 13,5 | 185 | 0,18 | 10,5 | 12,5 | 0,34 | 1000 | 1262 39 750 751 42

150 | 0,68 | 179 | 192 | 1,47 | 0,9 | 0,006 | 13,5 | 185 | 0,18 | 10,5 | 12,5 | 0,34 | 1000 | 1262 39 750 751 42

600 | 2,75 | 700 | 751 | 5,77 | 3,6 | 0,025 ] 54 | 74,1 | 0,73 42 50 1,36 | 4000 | 5051 158 13000 | 3005 167

600 | 2,75 | 700 | 751 | 5,77 | 3,6 | 0,025 | 54 | 74,1 | 0,73 42 50 1,36 ] 4000 | 5051 158 | 3000 | 3005 167

600 | 2,75 1 700 | 751 | 5,77 | 3,6 | 0,025 | 54 | 74,1 | 0,73 42 50 1,36 ] 4000 | 5051 158 | 3000 | 3005 167

600 | 2,75 1 700 | 751 | 5,77 | 3,6 | 0,025 | 54 | 74,1 | 0,73 42 50 1,36 ] 4000 | 5051 158 | 3000 | 3005 167

600 | 2,75 | 700 | 751 | 5,77 | 3,6 | 0,025} 54 | 74,1 | 0,73 42 50 1,36 | 3000 | 3789 118 2250 | 2254 125

600 | 2,75 1 700 | 751 | 5,77 | 3,6 | 0,025 | 54 | 74,1 | 0,73 42 50 1,36 13000 | 3789 118 | 2250 | 2254 125

600 | 2,75 | 700 | 751 | 5,77 | 3,6 | 0,025 | 54 | 74,1 | 0,73 42 50 1,36 ] 3000 | 3789 118 | 2250 | 2254 125

600 | 2,75 | 700 | 751 | 5,77 | 3,6 | 0,025 | 54 | 74,1 | 0,73 42 50 1,36 13000 | 3789 118 | 2250 | 2254 125

600 | 2,75 | 700 | 751 | 5,77 | 3,6 | 0,025 ] 54 | 74,1 | 0,73 42 50 1,36 | 3000 | 3789 118 2250 | 2254 125

600 | 2,75 1 700 | 751 | 5,77 | 3,6 | 0,025 | 54 | 74,1 | 0,73 42 50 1,36 13000 | 3789 118 | 2250 | 2254 125

600 | 2,75 1 700 | 751 | 5,77 | 3,6 | 0,025 | 54 | 74,1 | 0,73 42 50 1,36 13000 | 3789 118 | 2250 | 2254 125

[ [ | |t |
U]_,;w[\)_‘oxo 0NN B W~

600 | 2,75 | 700 | 751 | 5,77 | 3,6 | 0,025 ] 54 | 74,1 | 0,73 42 50 1,36 ]| 3000 | 3789 118 2250 | 2254 125




Tabmuma 2.5

YcnoBus nojiydeHus v BbIXo1 Tpanc-uzomepa [ IM/IM

3arpy:xeno | Temmneparypa | Bpems, Bpems Boixoa

Ne PMDA, peakuum, MUH BbIJeJICHUS Y

MOJ1b °C NMPOAYKTA ¢ MOTb 0
1 0,27 49-73 30 24 gaca 47 0,10 | 37,04
2 0,68 51-93 35 24 yaca 112 0,23 | 33,82
3 0,68 51-89 35 24 yaca 127 0,27 | 39,70
4 2,75 54-102 65 48 yacoB 622 1,30 | 47,27
5 2,75 54-102 45 24 gaca 546 1,14 | 41,45
6 2,75 54-102 45 24 gaca 511 1,07 | 38,91
7 2,75 54-102 45 72 yaca 531 1,11 | 40,36
8 2,75 54-100 45 24 qaca 527 1,10 | 40,00
9 2,75 54-100 45 24 gaca 424 0,88 | 32,00
10 2,75 54-100 45 48 yacoB 460 0,96 | 3491
11 2,75 54-100 45 48 yacoB 468 0,98 | 35,64
12 2,75 54-100 45 48 yacoB 547 1,14 | 41,45
13 2,75 54-100 45 72 yaca 549 1,15 | 41,82
14 2,75 54-100 45 48 yacoB 515 1,08 | 39,27
15 2,75 54-100 45 48 yacos 512 1,07 | 39,00

2.5 Honyuenue Tpanc-I1IM/IM B no1ynpoMsbIlJIeHHOM MaciuTabde

XaDaKTepl/ICTI/IKI/I CBHIDBhA U O6ODV}IOB8.HI/I$I, HGO6XOI[I/IMOFO AJI TIOJTVICHU A T1apa-

n3omepa [IMJIM B moJIyIIpOMBIIIJIEHHOTM MAacCIlTade

B nporecce pa3zpaboTku penentyp, 1a00paTOPHBIX TEXHOJIOTHI U PETJIaMEHTOB

usrotoByieaust Tpanc-I1IMJ/IM (4) Op10 mogobpano crienyroiiee 0O0OpyIOBaHUE H

Martepuasl (Tabaumna 2.6).
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Tabmauma 2.6

Hcnonb3yemoe 060py0BaHHE U MaTepUaIbI

Ne HaumenoBanue X Ko.a-Bo,
n/m o0opynoBaHHMsI/MaTepHAJIOB apaKrepuctiia IIT.
1 PeakTop CTEKISIHHBIA C 000rpeBaeMoii NmnopTtHbIi 1

pyOaiikoii, oOpaTHBIM XOJOJIWJIbHHUKOM (KHP)
nepeMEeIMBaOIUM YCTPOMCTBOM,
TepMonapou, EMKOCThO 20 1
2 Becst  mabopatopubie  «Captol'OCM | 1o I'OCT P 53228- 1
CE6202-Cy 2010
3 Konb6a bynsena BMECTUMOCTBIO 1
2000 mn
4 | Boponka broxuaepa no 'OCT 25336-82
5 [lIxad cymunbubiii «Memmert 100-800» NmnopTHeIi
(I'epmanus)
6 | Hacoc BakyymubIil «KNF Laboport» NmnopTtHbIi
(T'epmanmus)
7 [TupoMeIMTOBBIN aHTUAPU]T Aldrich
CAS: 89-32-7
8 2-I'uIpOKCUATHIIMETHIIMETAKPUIIAT Aldrich
CAS: 189-33-17
9 | ITapa-MerokcudeHnon TV 6-09-07-1781-93
10 | TpudTrulamun I'OCT 9966-88
11 | Consinasg kucnora I'OCT 3118-77
12 | MeraHon TY 2636-018-

294837-81-2015

Texnono2us noayyeHus Memaxkpuio8020 QdJUD(Z I’lUDOM@JZJZuI’I’lOGOZZ Kuciomol

B 20-tu 7UTpOBBIA peakTOp MpU MEPEMENIUBAHUU IOCIEA0BATEIBHO

3arpyxkatot 3,580 1 (3,840 kr, 2,95 kMonb) 2-rugpokcudTUIMETUIMEeTaKpuiaTa (12),

3,000 r (1,38 kMonb) nupomermutoBoro anruapuaa (13), 18,0 r (0,15 monw) napa-

metokcudenona, 540 mum (523,0 1, 5,2 wmomp) TpudTMIamMuHA. B mporecce
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caMOpa3orpeBaHusl PEAKIMOHHOW MAacChl MPOUCXOJUT TOCTENEHHOE PaCTBOPEHUE
aHTUIIpUA.

Temmeparypy peakmHOHHOM Macchl MOJAEPKUBAIOT B uHTEpBane 90-95°C
nojaueit ropsiueit Bojbl B pyOalliky peakTopa B TeUE€HHE 2-X YaCOB P HEMPEPHIBHOM
nepeMeIMBaHuU PEAKIIMOHHOM MacChI.

Peakironnyro Maccy oxmaxaaroT 10 50°C momadeil BOZOIPOBOIHOM BOJIBI B
pyOalliky peakTopa U MpHU MEepeMENIMBaHUU 3arpykatoT B peakTop 210 mi1 comnsiHoM
KUCIOTHI U 15 1 meranona. Temmeparypy B peakrope momaumaroT g0 70°C u
MPOJIOIKAIOT MEPEMEITMBAHKE /10 TTOJTHOTO PACTBOPEHUSI KOMIIOHEHTOB CMECH.

K obpazoBaBmemycs pactBopy npudasisitoT 12,0 1 obecconeHHo Boasl, S0 T
[IMJIM («3aTpaBka» mJid KpUCTAJUIM3allMU), HArpeB MpeKpamaloT U Maccy
MEePEMEIINBAIOT IPU KOMHATHOM TEMIIEpaType B TeUeHUE 48 4acoB.

[TonydyeHHyto cycneH3uo QUIbTPYIOT Ha BOpPOHKE broXHepa, HCHOJIb3YIO
OyMaxxHbiil punbTp. Ocagok MPOMBIBAIOT HA (UIBTPE CMECHIO M3OIMPOMNAaHOJ-BOAA
(1:1) (tpu mopruu, o 3,0m kaxmas). [IpOMBITBII OCaTOK OTKHUMAIOT «IOCYyXay.
Cymat nipu Temmeparype (40-50)°C 10 moCTOSIHHON MaccChl.

Brixoxa no tpanc-uzomepy [IMJIM (4) coctasnser 3,300-3,500 kr (40-45) %.

2.6 IToayuenue 2-ruapokcmyTuiamMerakpuiaarpraisara(HEMA-¢ramar)

B mpouecce paboThl MO MOMYYEHUIO 2-TUJIPOKCUATHIMETaKpuiaTdranara
(HEMA-¢tamnar) (20) OblTM HCMIOTB30BAHBI  CIEAYIOIIHE obopynoBaHue W

Martepuaisl (Tabaumna 2.7).
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Tabmuma 2.7
Hcnonb3yemoe 060py0BaHHE U MaTepUaIbl
Ne HaumenoBanue XapaxkrepucTuka Ko.-Bo,
n/n 000pyA0BaHNSI/MATEPHAJIOB IT.
1 | Konba konnyeckas co numdom 29/32 o 'OCT 25336-82 1
2 | Memanka marautHas «ZNCL-BSy
3 | O6paTtHbIil XOIOMIHHUK no 'OCT 25336-82 1
4 | Tpexropnas kon0a no 'OCT 25336-82
5 | Becwl mabopatopHbie o ['OCT P 53228-2010 1
«Captol' OCMCE6202-Cy
6 | @raneBblii aHTUAPU]L Aldrich
CAS:85-44-9
7 | 2-I'uApOKCUAITHUIMETUIIMETAKPUIIAT Aldrich
(HEMA) CAS: 189-33-17
8 | TpwaTruIamMun I'OCT 9966-88

B kon6y Bmectumocthro 2000 mi momemaror: 407 r (3,1 Momb)
2-ruapokcudTuiaMerakpunata (12), npu nepememmBanuu npudasisor 456 r (3,1
Mosb) (ranmeBoro auruapun (19) m 20 ma (0,2 mons) TpudsTMnamuHa. Konly
CHa0XarT OOpaTHBIM XOJOJUIBHUKOM, cojepkuMoe HarpeBaroT (95-97°C) mpu
nepeMeIIMBaHuM HAa MarHUTHOM MeIlajike J0 TOJIHOrO pacTBopeHus.  PacTBop
OCTAaBJISIFOT TIPH MepeMenInBanuy Ha 12 gyacoB. B pe3ynbrare moiaydaroT mpo3pavyHyro
*)uakoctb. Beixom HEMA-dTanata (20) cocraBmser 100%. Ilpoaykr He Tpedyer

JOTIOJTHUTEIBbHON OUHCTKH.

Cnexmp I[IMP1 HNMR (CDCI3), 400 MI', ppm; 7.89 (1 H, d, J = 6.2 I'ny),
7.69 (1 H, d, J=7.1 Hz), 7.62-7.55 (2H, m), 6.12 (1 H, s), 5.55 (1 H, s), 4.58-4.56 (2H,

m) 4.46-444 (2H, m), 191 (3H, s). Toapbko oOCTaTO4YHBIE KOJUYECTBA
2-ruapokcmyTruiaMetTuimMeTakpuiata (12) u draneBoro anruapuna (19) nadmaroganuch

B 3TOM pPa3aCICHHOM IIPOOAYKTC.
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2.711oiyyeHue XJOPAHTHAPUIA TPUMEIJIMTOBOM KUCJIOThI

Bapuanm 1. B xpyrnononnyo kon0y Ha 1000 mi momernrarot 250 T (1,3 Mob)
TpuMesuToBoro anruapuaa (21), npunusator 500 mu (5,4 moinb) Tosyona, 1 mi
(0,01 monp) IM®PA u 105 (0,9 monp) mi THOHMIXJIOpUaa. [lodydyeHHYIO cMmech
KHATSITAT B TEYCHHE 2 YacoB, MOCJIE YEro yImapuBalOT JOCyXa W OCTaTOK CyIIaT Ha

BaKyyMe.

Bapuanm 2. B xpyrnogonnyto koia0y Ha 1000 mu nomemarot 250 1 (1,3 mouib)
TpUMeIUIMTOBOTO anruapuna (21), xk nHemy npunuBaioT 400 mn (4,0 wmob)
tuoHwxyiopuaa u 1 ma (0,01 mons) IM®DA. IlonydyeHHYI0 cCMeCh KHUMSTAT 10
MOJIHOTO PACTBOPEHUS aHTUAPUJIA, TIOCTIE YEr0 OTTOHSIOT B BAKyyM€ BOJOCTPYHHOTO
Hacoca U30BITOK THOHWIXJOPUAA M OCTaTOK TNEPEeroHsoT mnpu 15 MM.pT.CT.

[TonyuaroT 238,2 1 (87%) MOHOXJIOpAHTUIPUA TPUMETUTUTOBOM KUCIOTHI.

2.8 Ilonnyuenune 4-META

B npouecce paborsl mo mnomydenuto 4-META (23) Obuid MCHOJB30BaHbI
000pyZI0BaHUE U MaTepualbl MpeACTaBICHHbIC B Ta0OnuIile 8.

B konmueckyro konby Ha 2000 mn nomemator 60 1 (0,285 wmouib)
XJIOpaHTHIIPUAA TPUMEILTUTOBON KHCIOTHI (22) u 300 mu Oenzona. B kamenbHYyIO
BopoHKy nomemaroT 31 r (0,24 mMonb) 2-ruapokcudtTunmetunmerakpuiara (HEMA)
(12) , 480 mn 6en3ona u 2 mu nupuauHa. Konly nmomMemaroT B 6aHI0 ¢ TeMIIepaTypoit
+5°C. ConepXxuMo€ KarelbHONW BOPOHKM 10 KarjIsiM BJIMBAIOT B KOJOY TIpH
MOCTOSIHHOM TiepemeninBanuu. [locie nobaBnenust Bcero o0bemMa CMECH, OCTaBISIOT
nepeMenrBaTh B TeueHue uaca. Jlanee BbIAEpKMBAIOT B TedueHue 30 MHHYT TpH
KOMHATHOM TEMIIEPATYpE.

Ucnionb3yst cTekIsiHHBIA (GUIBTP, OTQUIBTPOBBIBAIOT COJb NHpUAWHA. B

¢unbTpaT AO00ABISIOT UHTMOMTOP — THAPOXMHOH M ynapuBatoT. llomyueHHBIN
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TBEPIbI OCAJOK JBa pa3a MEPEeKPUCTAIUIM30BBIBAIOT U3 CMECU YEThIPEXXJIOPUCTHIN

yraepo — 6enzon (1:1). Beixon neneBoro mpoaykra coctaBisieT 55 r (63%).

Tabnuma 2.8
Hcnonb3yemoe 060py0BaHHE U MaTepUaIbI
Ne HaumenoBanue XapaxkrepucTuka Ko.-Bo,
n/n 000py10BaHMsI/MaTEePUAJIOB IT.
1 | Konba konnyeckas co numdom 29/32 no 'OCT 25336-82 1
2 | Memanka marautHas «ZNCL-BSy 1
3 | Beckl naboparopnbie o 'OCT P 53228-2010 1
«Captol OCMCE6202-Cy
4 | KanenbHas BOpOHKA o ['OCT 25336-82 1
S | XuopaHruapua TpUMETTUTOBOU CAS:2587-459-8
KHCJIOTHI
6 | benson Aldrich
CAS:526-73-8
7 | 2-I'uApOKCUAITUIMETUIIMETAKPUIIAT Aldrich
(HEMA) CAS: 189-33-17
8 | [lupuaun Aldrich
CAS: 52334-81-3
9 | I'mopoxuHoH Aldrich
CAS:1079-21-6
10 | YeTbIpexXJIOPUCTBIN YIIIEpO/] I'OCT 20288-74
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3OBCY/XKIEHUE PE3YJIbTATOB

Hannas kBanu¢ukanuoHHas paboTa BbeIMoNHsUIack Ha 6aze AO «0D23
«Brnag/IMuBa». 13 Tpex MOHOMEPOB CHHTE3 KOTOPBIX PacCMATPUBACTCS B JTaHHOU
pabote, Hambombiyro mnOoTpeOHOCTh uMeeT TpaHc-IIMJIM. IlosTtoMy oOcCHOBHOE
BHUMaHUE HaMH OBUIO yAENEHO pa3paboTKe METOJO0B CHUHTE3a HMMEHHO 3TOTO

MOHOMCDPA.

3.1UccnenoBanue npouecca cuaresa tpanc-IIMAM

N3 nutepaTypHBIX JaHHBIX U3BECTHO, YTO Ha Ipolecc cuHTe3a tpanc-I1IM/IM
(4) BiusHHME OKa3bIBAIOT cleaytome (HaKTOpbl: KaTaIM3aTOp, COOTHOILICHHE
peareHTOB, PaCTBOPUTENb, TEMIIEpATypa PEAKIIUH.

Hamu Obutn MccieoBaHbl BhIIIE MPUBEICHHbBIE (DaKTOPBI:

1. Tun kaTanuzaropa

2. COOTHOIIIEHUE pEeareHTOB

3. PacTBOpuTEnn

3.1.1Bauanue kamanuzamopa

B U3BECTHBIX METOJMKAaxX CHHTE3a MPUMEHSIOTCS TPETUYHBIE AMUHBI C
pPa3IMYHOTO pojaa 3aMecTUTENsIMU. Takke yKa3bIBaeTcsi, 4To 0Oe3 KaTaau3aropa
peakiusi MexXay nupoMeMToBeiM  aHruapuaom  (IIMIA) (13) wu  2-
ruapokcudTUIMeTakpuwiatoM (HEMA) (12) HeBo3moxkHa.

[Ipy BBIIONIHEHWW JAHHOTO 3Tama ObljIa M3ydYeHa BO3MOXKHOCTH MPOTEKaHUS
peakiuu Mexay [IMJA (13) u HEMA (12) xak B HpPUCYTCTBHM Pa3IUYHBIX
KaTaJM3aToOpoB, Tak U 0e3 kKaTanu3aropa. Hamu ObUIO BBISICHEHO, YTO B OTCYTCTBUH
karanuzatopa peakius mexay [IMIA (13) u HEMA (12) Bce Taku IpOTEKaeT, HO C
OYeHb MaJOW CKOPOCTHIO. XpomaTorpamMma PEakIMOHHON cMecu 0e3 TpUMEHEHUS

KaTanu3aropa (Bpems peakiuu 48 yacoB) rpuBeaeHa Ha puc.3.1.
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3areM HamMu OBUIO HWCCIEAOBAHO BIWSHHUE PA3IMYHBIX KaTamu3atopoB. B

ITux Ne9 - tpanc-1IMIM

[Tuk Nel0 - nuc-IIMIM

Ka4CCTBC IIOCICAHUX HCIIOJIb3YHOTCA TPCTHUYHBIC AMHHBI. Kak BbIsSICHMIOCHL HE BCE

TPETUYHBIC aMHWHBI IIPOABIAIOT KATAIUTHYCCKYIO aKTHBHOCTL JIA ,HaHHOﬁ PpCaKIuu.
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JloOaBnenne N,N-IMMeTUIaHUIIMHA HUKAK HE CKAa3bIBAETCS HA CKOPOCTH PEAKIHUU.

XpomaTorpamma MoJy4eHHON PeakIiMOHHOM cMecH MpuBe/ieHa Ha puc.3.2.
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Puc.3.2. XpomaTorpamMmma peakiimoHHON CMeCH C 100aBJICHUEM
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JloGaBieHune TpUATUIAMHHA YCKOPUJIO MPOTEKAHWE PEAKIMH, YTO MPHUBENIO K

YBEJIMUYCHUIO JIOJIM TpaHc- W muc-uzoMmepoB I[IMJIM B peakumMOHHOW CMECH.
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Xpomarorpamma peakiiMOHHOW cMecH ¢ J00aBICHUEM TPUATUIIAMUHAH TIPUBECHA Ha

puc.3.3.
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Puc.3.3. XpomaTorpamMmma peakiimoOHHON CMECH C I00aBJICHUEM TPUITHIIAMUHA
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B pesynbrate wuccienoBaHui OBLIO TMPUHATO PELICHUWE HCIOJIb30BaTh B

Ka4CCTBC KaTaJIn3aTOpa pCaKIM UMCHHO TPUITUJIAMHUH.
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3.1.2Bauanue cOOmHouleHus peazenmoes
Jlns  mpoBeneHust peakuuu 2-rugapokcudtunMerakpuiata (HEMA) (12) c
nupomeruToBbiM auanTuapuaoM (IIMJIA) (13) TpebyeTcs CTEXHOMETPUYECKOE
cootHomenuu (1:2). Hamu ObUT0 MccnenoBaHue BIMSHUE YBETUYEHUS! KOJIMYECTBA
HEMA (12) 1o cpaBHEHHIO CO cTexuoMerpuueckuM. IlokazaHo, d4To TIpH
ucrnosib3oBanuu 20%-aoro n3ositka HEMA (12) cooTHOIIEHNE H30MEPOB M BBIXOJ

TpaHc-uzomepa [IMJIM (4) He yBenTnunBarOTCS.
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Puc.3.4. Xpomarorpamma [IMIM
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3.1.3. Bauanue pacmeopumens
[Ipoiecc cuntesza I[IMJIM  oCymiecTBIsUIM  HAarpeBaHUEM JUAHTUAPHUIA
nupomesuinToBoil kuciaotel (IIMJIA) (13) u 2-runpoxcudtunmerakpuiata (HEMA)
(12) ¢ nobGaineHueM HEOOJBIIONO KOJWYECTBA aNpPOTOHOTO KaTalu3aTopa B
0e3BOHOM  ampOTOHHOM pacTBoputTene. B kauecTtBe pacTBoputenss ObUIH
WCIIOJb30BaHbI: TUMETUI(OPMaAMHUT, TUMETHIICYTb()OKCHI, aleToH,

TeTparuipodypas.

Pe3ynbpTaThl HcciienoBaHUM peicTaBlieHbl B Taduuie 3.1.

Tabmuua 3.1.

HCHOJ’IBSY@MBIG PaCTBOPUTCIIN

Ne | Hcnouab3yeMblid paCTBOPHUTEIb Bbixox nmpoaykra
1 | Aumetrndopmamu 34-37%

2 | AumeTriicynbpoKCuI 36-39%

3 | Aueron 32-36%

4 | Terparuapodypan 40-45%

Kak crnemyer u3 maHHbIx Tabmuibl 9 HamOoJsiee MOAXOMAIIMM PACTBOPUTEIIEM
SBJISIETCS TETparuapodypaH.

B nuTepaTtype uMeroTcs CBeeHUs O POBEICHUH MOAOOHBIX PEaKlnii Mpu
CMEILICHUH PEareHTOB B OTCYTCTBUM  PACTBOPUTENSl C  MOCIAEAYIOUIUM  UX
HarpeBaHWM MpH pa3Houl Temnepatype [19].

Hamu Oblna mccnenoBaHa BO3MOXHOCTH MOJIy4eHHS! TpaHc-uzomepa [IMJIM
(4) B aHAJIOTUYHBIX YCIOBUAX. Peakiuio NpoBOAWIN, CMEIINBAsI CTEXUOMETPUUYECKHE
KOJIMYeCTBa 2-THApPOKCHMATUIMETaKkpuwiara (12) wavaHruapuaa MNUPOMEILTUTOBOM
kucioThl (13) ¢ mobaBiieHHMEM HEOOJBIIOr0 KOJIMYECTBA TPUATHIAMHUHA B KauyeCTBE
KaTajauzaTopa, TeMnepaTypHsiii uatepnai 45-100°C.

Pe3ynbTaThl 3KCriepuMeHTa NpUBeIeHbI B Tabnuie 3.2.
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Tabnuma3.2
VYcioBus OJy4eHUs ¥ BBIXO TpaHc-u3zoMepa [IM/IM
3arpyxkeno | Temneparypa | Bpems, Bpems Boixox

Ne PMDA, peakuuu, MUH BbLIeJICHUS .

MOJIb °’C NPOAYKTA ¢ MOTb /
| 0,27 49-73 30 24 yaca 47 0,10 | 37,04
2 0,68 51-93 35 24 yaca 112 0,23 | 33,82
3 0,68 51-89 35 24 gaca 127 0,27 | 39,70
4 2,75 54-102 45 24 4gaca 511 1,07 | 38,91
5 2,75 54-100 45 48 yacoB 547 1,14 | 41,45
6 2,75 54-100 45 72 yaca 549 1,15 | 41,82

Kak cnegyer w3 manHbix Tabmuubl 10 gydmume pe3ynbTarbl MONYYEHBI B
cieayromux yciaoBusx: Temmeparypa 54-102°C, Bpems mpoBeneHusi peakuuu 65
MUHYT, BpEMsI KpUCTAJUTU3ALNHU IPOIyKTa 48 4acos.

Hamu Oblmu HcciieoBaHbl YCIIOBHSI BBIJECJIECHHS LIEIEBOIO TpPaHC-U30MeEpa
IIMJIM (4) u3 peakuuoHHol wacchel. Pasaenenue wuszomepoB IIMJIM (4,15)
OCYILECTBIISIIOT BBICAKMBAHUEM M3 METAHOJIBHOTO pacTBopa TpaHc-uzomepa [IMIM
(4) mpubasnenrem BoAbl. Kak crnegyer u3 TaOauipbl 5, BBIXOJ LEJIEBOTO MPOIYKTa
3aBUCUT OT BPEMEHU BBIIEPKKH BOJHO-METAHOJIBHOIO PAcTBOPAa M COOTHOIICHHMS
BoAa-meTaHod. [loka3aHo, YTO BOJHO-METAHOJIbHBIA PAaCTBOP CMECH H30MEPOB
[IM/IM (4,15) noJiskeH BbIIEpKUBAThCA HE MeHee 48 4acoB.

Takum oOpa3om, B X0Jie UCCIEAOBAaHUS HAM HAMJIEHbl ONTHUMAJIbHBIEC YCIOBHS
1ojy4deHus Tpadc-usomepa [IM/IM:

- cootHomenue peareaToB [IMJIA/HEMA pagno 1:2,1;

- OTCYTCTBHUE PaCTBOPUTEIS;

- Temnepatypa peakuuu 50-102°C;

- KaTajqu3aTop TPUATUIIAMUH,;

- MCHOJIb30BAHKE NJIS1 BBIJICJICHUSI TAHC-U30MEpPA BOJIHO-METAHOJIBHONW CMECH B

COOTHOIIIEHUHU MeTaHoa-Boja 1:1;
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- BBIIEP/KKA PEAKIIMOHHOW MacChl IpH BhIIEIeHUH TpaHc-u3omepa [IMIM ne
MeHee 48 4acos.
B pesyaprare Obln monydeH TpaHc-uzomep IIMJIM co crueayroommumu
MOKA3aTEeISIMU:
- BHemHuit By — O€mblii OpOIIoK 0€3 MOCTOPOHHUX BKIIFOUCHUM
- Temnepatypa mnasinenus 157 — 161°C
- PactBopumMocTs B anietone (7%) nonHas

- Cozep:xaHue OCHOBHOTO BelecTBa He MeHee 97% (xpomarorpaduuecku BOXX)
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B cnektpe IIMP Ttpanc-IIM/IM (4) npucyTCTBYIOT CHTHajbl IPOTOHOB
oenzonpHOro Kombia (c;8,1 m.a; 2H), mpoTroHOB MeTmiieHOBOro (pparMeHTa
MeTaKpuiIoBoi kuciotel (m; 6,1 u 5,7 m.x; 4H), mpoToHOB 3THIIEHOBOTO (hparMeHTa
aupa METaKpUIOBOM KUCIOTHI (M; 4,3 — 4,6 M.11; 8H) 1 TTPOTOHOB METUJILHBIX TPYIII
METaKpUIOBOU KUCIIOTHI.

N3 anammsza cnekpa IIMP crmenyer, 4To OH COOTBETCBYET MMEHHO TpPAaHC-
nzomepy [IMJIM (4) Tak kak B cirydae nuc-uzomepa [IMJIM (15) B criekTpe JOJKHBI

IMPHUCYTCTBOBATb CUHIJICTBI HCOKBUBAJICHTHBIX ApOMATHYCCKHUX ITPOTOHOB.
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Puc.3.6. IIMP cnektp aumerakpuiata TMPOMEIUIUTOBOM KUCIOThI

JlaHHBIN MPOAYKT COOTBETCTBYET TpeOoBaHMAM, TIpeabsaBiseMbiM OAO «O33»

«BnagMuBa»
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3.2. Honyuenue 2-ruapokcmdTuiMerakpuiaarpraiara (HEMA-¢pranara)

0 (0]

0
12 O

19 20

Puc.3.7. CxemMa nomny4yeHus 2-ruijpOKCU3TUIMETaKpuiaTdraiaTa

2-rugpokcuytriiMerakpuiatdranatr (HEMA-¢ranar) (20) ucnonb3yroT s
MOJY4YeHU  aATE3WBHBIX CTOMAaToJorndeckux wmarepuanoB [20]. CraHmapTHbIMI
IOPOLECC MOMY4YEHHs] JAHHOTO IMPOJYKTa 3aKJIIOYaeTcs B CMEIIEHUU (PTaeBOro
auruapuaa (19) u HEMA (12) ¢ nocienyromuM HarpeBaHUEM B T€U€HHUE 6 4acoB B
uHEepTHOM pactBoputene [12] wiu 6e3 pactBopurens [21].

Hamu Oblmu BocmpousBelieHbl 00€ ykazaHHbIe MeTonuKH. [loimydyeHHbie B
pe3ynbTare MNpPOAYKTHl OKa3alduch UACHTHYHbl. Hamu ObuT BBIOpaH BapHaHT
nosnyueauss HEMA-dranata (20) B orcyrctBun pactBopureinss. HEMA-dranar (20)
ObLI MOJYy4YeH C MNPAKTUYECKHM KOJIMYECTBEHHBIM BBIXOJOM HAarpeBaHHEM CMECH
KOMIIOHEHTOB B MOJIsIpHOM cootHomieHuu 1:1 mpu 90°C. Ha puc. 3.7 npeacraBieHbl
HK-ciekppt HEMA-dTanara (20), moiy4eHHOTO HAMH ¥ KOMMEPUYECKOTo 00pasiia.

N3 ananuza UK-cnekTpoB ciieqyer, 4To MPOIYKThI MOTHOCTBIO UJIEHTUYHBI.
JIOTIOJIHUTENBHBIM TIOKA3aTeNIeM HWJAEHTUYHOCTA COCIAMHEHUS CIYXKUT IOKa3aTelb
MPEIIOMJICHUS obpasia, MOJY4YEHHOTO HaMu (np= 1.515) u

KoMmmepueckoro(np=1.5162).
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N3 anamuza XxpomaTorpamMmbl NPEACTABICHHOW Ha puc.3.9 cieayer, 4ro
MPOJIYKT COACPKUT OKOJO0 5% ¢TaneBoil KUCIOTHL. DTO KOJIMYECTBO HE MPEBHIIIACT

JTomycTUMOTO 3HaueHus (6-8%) [22].
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3.3. loayuyenne 4-META

B mutepatype [14] npemnioxena cienyronias cxema noinydenus 4-META.

O
0 O O
SOCI Cl
o OH 2 N 0
O
22
o O
— o
O
0]
O

23

Puc.3.10. Cxema nonyuenust 4-META

Hamu Oputa BocmpousBelneHa daHHass cxema. Ha »drame mnosydyeHus
MOHOXJIOPAHTUAPHIA TPUMEIUIUTOBOM KHUCIOTHI (22) BBISICHUIIOCH, YTO MPOBEJICHHE
peaKIuu B cpejie TOMyoIa, Kak peKOMEHIYIOT aBTOPbI padboThl [16],mpuBOAUT K

00pa30BaHUIO 3HAYUTEIBHBIX KOJMYECTB MOOOYHOTO MPOoAyKTa (24).
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o Q o o
o OH SOCI2 cl
- O
© 0
21 22
+
0 0
0 0
0
0 5 o 0
24

Hamu Obul Mcnonb30BaH OOJIBIION M30BITOKTHOHUIIXJIOPHIA B OTCYTCTBUU
PaCTBOPUTEIISL YTO TMO3BOJIMIO M30€kaTh 00pa3oBaHMs MOOOYHOTO MpoayKTa (24) u
MOJIYYUTh MOHOXJIOPAHTUIAPH (22) ¢ XOpowuM BbIX00M (87%).

JlanbHeliee B3aMMOJICHCTBUE MOHOXJIOPaHTUIPHU/T (22) c 2-
THIPOKCHUATUIIOBBIM 3(PUPOM METAKPHIOBOM KHUCIOTHI (12) ocymiecTBiIsui B cpefe
O€H30J1a B MPUCYTCTBUU KaTaau3aropa — MUpUANHA.

ITonydeHHBIM NPOMYKT OYMINAIM JIBYXKPAaTHOW KPUCTAIUIM3ALMEN H3 CMECH

YETBIPEXXJIOPUCTHIN yriiepoa — 6enzoin (1:1). Bexog 4-META coctasun 63%.



46

mV 5
350+
300+
250+
200+
150-
100-
50
12 ;4 4
N o~
L-2400
0 1 2 3 4 5 6 7 § 9 10 11 12 13 14 15 16 17 18 19wun
Puc.3.9. Xpomatorpamma 4-META nocine kpuctaizanuu
mV 7
350+
300+
250
200+
1
150+
1004
4 6
50-
G
,\/\/\ N~ Lo~ e 00O O o
L-2400
o 1 2 3 4 5§ 6 7 & 9 10 11 12 13 14 wun

Puc.3.10. Xpomartorpamma 4-Meta
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| Acquniaition Time (sec) 20447 Carmrmsnl Imporbed from LIKH MR

| Date 28 Jan 2011 19:26:56 ]
File Name DAChemistrt PMRI201 11ksB3838 ks E3855_001 000N | Frequency (MHz) So0.a7
Nuclous 1H | Nurnber of Transients 1 | Driginal Pofrls Count 15354
Paints Count 16384 | Pulss Sequance m Sohvent CMS0-06

Sweap Width (Hz) B012.82

187 407 008 1.3 1.05 4.18 (eXi} B0z 1
&5 80 75 70 6.5 6.0 55 5.0 45 4p a8 30 2s | 20
Chemical Shift (ppm)
Puc.3.11. AMP-cnextp 4-META
Bce IMOJTYYCHHBIC COCAUHCHUS COOTBETCTBOBAJIA Tpe60BaHI/I$IM

nNpcaAbABILICMBIM K HHM KaK aAr¢3MBHBIM MOHOMCpaM H OBITM  MCITOJIb30BAHBI

MPUIIPOU3BOJICTBE CTOMATONIOrHYecKux MmatepuanoB B AO «O23» «BianMuBay.
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BbIBO/1bI

1.Ha ocHoBe aHanm3a JHUTEPATypHBIX MAHHBIX O CYIIECTBYIOIIUX METO/ax
MOJIYYCHHUS aATe3WBHBIX MAaTEPHAIIOB OBLIM BBIOpAaHB HaWOOJIEe ONTHUMAJIbHBIC
TI03BOJISIOTIINE JOCTUYh  HEOOXOIUMBIX napaMeTpoB,  OMPEACIISIONINX
KOJIMYECTBCHHBIC, KauyeCTBCHHBIC u CTOMMOCTHBIE XapaKTEPUCTUKHU
pa3pabaTbIBaeMbIX MAaTEPHAIIOBB COIOCTABICHUU C CYIICCTBYIOIIMMHU aHAJIOTaMHU, B
T.4. MUPOBBIMH.

2.Pazpaboranbl 1a00paTopHbIE METOAUKH MOTYUYCHHUS
2-rupocKudITUMETaKpmiioBoro sdupa dranesort kucnotel (HEMA-dranar) u 2-
THAPOCKUAITUMETAKPHIIOBOTO d(Hpa TPUMEIUTUTOBOH KHUCIIOTHI.

3.Pa3zpaboTaH MoJympOMBIIIUIEHHBIH METOJ CHUHTE3a TPAHC-TIUPOMEIUTOBOTO
JTUAHTHAPUIA JHUMETaKpUiaTa, MOJYy4YeHbl MOJYNpPOMBIIUICHHbIE mapTuu (18 kr)

JTAHHOTO COCJIMHEHHS.
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HPUJIOKEHUE

I[MTPUJIOXEHME 1
Xpomarorpamma HEMA-¢ranara

SAMPLE : MOHOXeMadTasaT
122Mmr/50Mm
Vialnumber: 1
Volume: 20.0 pl
Dilution: 1.00
Amount : 1.00
ELUENTA: 0,2% oprodocdhopraskucyora 40 %
B: Meranon 60%
C: Bona
Flow: 0.20 mu/mMuH
Temperature: 25.0 C
Pressure: 108.0 aTM
mV
550+ 3
500+
450-
400
350-
300-
250
200+
150
1
100
7 /\ i
o~ |
L-2400
0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 wun
RESULTS
Quantitation method: HopMmpoBKaOTKIMKA
Standard component: Her
No Retention Area Area Name
MWH mV*cek %
1 4.68 1232.742 6.38
2 5.70 162.657 0.84
3 11.30 17916.669 92.77

3 15.00 19312.069 100.00
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[TPUIJTIOXKEHUE 2
Xpomatorpammsl 4-META

SAMPLE: 4-META mocJe KpUCTaJIM3alun
44mr/n
Vial number: 1
Volume: 20.0 pl
Dilution: 1.00
Amount: 1.00
ELUENTA: dochaTueibydep 0,051 pH3 72%
B: AUeTOHUTPUII 28%
C:
Flow: 0.40 mut/MuH
Temperature: 25.0 C
Pressure: 152.0 arMm
mV 5
350-
300
250-
200+
150
100
50
12 3 4
A AL ~
L-2400
0o 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19vun
RESULTS
Quantitation method: HopMmmpoBKaOTKIMKA
Standard component: Hert
No Retention Area Area Name
MMUH mV*cek %
1 1.98 80.694 0.70
2 2.51 66.207 0.57
3 3.21 41.475 0.36
4 5.69 24.080 0.21
5 7.86 11367.933 98.17
5 20.00 11580.388 100.00
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SAMPLE : ocTaTouHasa cyOcTaHumsa nocje obtpaborkm 4-Mera
64mr/50M
Vial number: 1
Volume: 20.0 pl
Dilution: 1.00
Amount: 1.00
ELUENTA: dochaTuEOydep 0,051 pH3 72%
B: AUeTOHUTPUII 28%
C:
Flow: 0.40 wut/mMmH
Temperature: 25.0 C
Pressure: 152.0 arm
mV 7
350
300+
250
200-
1
150+
100+
4 6
50
oh N
VA N~ o~ — ]
L-2400
0 1 2 3 i s 6 7 8 9 10 11 12 13 14 wmd
RESULTS
Quantitation method: HopMMpoBKaOTKIMKA
Standard component: Her
No Retention Area Area Name
MUH mV*cex %
1 2.01 1034.103 8.12
2 2.60 62.385 0.49
3 3.02 98.223 0.77
4 3.25 364.180 2.86
5 4.39 97.138 0.76
6 5.66 477.279 3.75
7 7.92 10605.623 83.25

7 15.00 12738.930 100.00
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I[MTPUJIOXEHUE 3
Xpomarorpammasl [IM/IM
SAMPLE : naptuaNl7 IMIM
Vial number: 1
Volume: 20.0 pl
Dilution: 1.00
Amount: 1.00
ELUENTA: dochaTHEOydep 0,051 pH3 72%
B: AneToHMTpMI 28%
C:
Flow: 0.40 wut/mMmH
Temperature: 25.0 C
Pressure: 152.0 arm
mV 3
500
450
400
350+
300
250
200
150+
100+
504 L 4
‘,_v\ﬁki/\i N
L-2400
0 1 2 3 4 5 6 7 8 9 10 11 _12 13 1617 18 19wmn
RESULTS
Quantitation method: HopMMpoBKaOTKIMKA
Standard component: Her
No Retention Area Area Name
MIUH mV*cex %
1 3.27 125.525 1.08
2 4.46 57.426 0.49
3 15.52 11287.315 97.23
4 17.46 138.800 1.20
4 20.00 11609.065 100.00
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obpasen N1 IIMIM
44 mr/ 50 i

Vial number: 1
Volume: 20.0 pl
Dilution: 1.00
Amount: 1.00
ELUENTA: dochaTuEOydep 0,051 pH3 72%
B: ALeTOHUTPUII 28%
C:
Flow: 0.40 mu1/MuH
Temperature: 25.0 C
Pressure: 152.0 amM
mV 7
500+
450
400-
350
300
250+
200+
150
100
50- 23 45 6 8
AN e | . —
L-2400
0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 1718 19uun

RESULTS
Quantitation method: HopMMpoBKaOTKIMKA

Standard component: Hert

No Retention Area Area Name

MMUH mV*cek %
1 2.96 1.251 0.01
2 3.18 78.119 0.65
3 4.25 31.076 0.26
4 5.90 20.769 0.17
5 6.08 11.497 0.10
6 10.20 18.100 0.15
7 15.04 11795.737 97.98
8 16.66 82.243 0.68
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SAMPLE : [IMIMobpazenlt3
Vial number: 1
Volume: 20.0 pl
Dilution: 1.00
Amount : 1.00
ELUENTA: dochaTHEOydep 0,051 pH3 72%
B: AneToHMTpMI 28%
C:
Flow: 0.40 mu/mMuH
Temperature: 25.0 C
Pressure: 152.0 amM
mV 6
500+
450-
400-
350-
300-
250-
200+
150-|
100
50| 12 3 45 7
N P o
L-2400
0 1 2 3 4 5 6 7 8§ 9 10 11 12 13 14 15 16 17 18 19vud
RESULTS
Quantitation method: HopMMpoBKaOTKIMKA
Standard component: Her
No Retention Area Area Name
MUH mV*cek %
1 3.02 2.336 0.02
2 3.27 79.197 0.65
3 4.35 29.601 0.24
4 6.04 18.603 0.15
5 6.25 30.009 0.24
6 15.35 12026.563 98.18
7 17.15 62.638 0.51
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[MPMJIOXXEHUE 4

[IMP cnekTp nuMeTtakpuiaTa IMPOMEUIMTOBONW KHACIOTBI

KSe3710
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E gl |a 5 (g I
EAR LR S AL LA L L B A I L L 05 5 L B L 0 00wt W S e B e e :‘.‘|=-v||
e 14.0 13.0 120 11.0 10.0 90 8.0 7.0 6.0 5.0 40 3.0 2.0 10 i
| K3u3710 i Operalor- MV1 { SF:199.9704 MHz [ HSC:-0 PW:7.00 wsec, RG: 34 o su:"32755 —:
[ b } —— i /
| Date: 1?4_’)e|.'—2010 ‘{ Solvent DMSO ‘ SW 5933 Hz J TE:302K | AQ: 199 sec, RD: 0.00 =ec KSGS??O‘ITDE!}ZG‘IO/




[MPMJIOXXEHUE 5
UK-cniekppt HEMA-¢Tanarta

|

3000

2000

Wavenumber [cm-1]

[Measurement Information)]

Model Name
Serial Number

Measurement Date

Light Source
Detector
Accumulation
Resolution

Zero Filling
Apodization
Gain

Aperture
Scanning Speed
Filter

FT/IR-4100typeA
B168561016

13.07.2015 14:42

Standard

TGS

Auto (18)

4 cm-1

On

Cosine

Auto (2)

Auto (7.1 mm)
Auto (2 mm/sec)
Auto (30000 Hz)

1000

—— monoxemaftalate 365-13
monoxemaftalate Simakov 514-15
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1500 1000 500 405.021
Wavenumber [cm-1]
[Measurement Information] ——————— monoxemaftalate 365-13
Model Name FT/IR-4100typeA —————— monoxemaftalate Simakov 514-15

Serial Number B168561016
Measurement Date 13.07.2015 14:42

Light Source Standard
Detector TGS
Accumulation Auto (18)
Resolution 4 cm-1

Zero Filling On
Apodization Cosine

Gain Auto (2)
Aperture Auto (7.1 mm)

Scanning Speed Auto (2 mm/sec)
Filter Auto (30000 Hz)



