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Abstract. A number of reaction systems have been compared for their effectiveness at nucleophilic substitution
of 1,3-bis-(3-chloropropyl)-tetramethyldisiloxane: with n-butylamine as a model process, and with pyridine as a
more demanding substitution/quaternization reaction. Effects of various temperature settings, molar ratios of
reactants, reaction times, the presence of a secondary base and the implementation of microwave irradiation on the
synthesis were investigated. In both cases optimal reaction conditions have been developed using the microwave-
enhanced approach; a dramatic simplification of the synthetic procedure and post-reaction purification process has
been achieved, allowing for the recovery of near-quantitative product yields and excess reactants, without the
implementation of chromatographic separation methods. Analysis of the obtained compounds was performed using
"H NMR spectroscopy and simple mass calculations in the subsequent runs, as the methodology was found to be
highly reproducible. Presented work proves that microwave-assisted synthesis is a viable route to non-polymeric
organosilicon compounds and with further adaptations can become the fastest, cleanest and most economically
friendly methodology available for their modification.
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CPABHEHUE PEAKIIMN HYKVIEO®WNJIBHOI'O 3AMEIIEHUA
MEKAY 3-XJIOPAJTIKMJIICUJIOKCAHOB 1 AMUHOB
B PA3JIMYHBIX YCJIOBUSAX KIACCHYECKOI'O METOJIA
1 C ITIOMOIBIO MAS (MUKPOBOJIH CUHTE3)

A. C. Tyku6aesa', Borycnasa Jlecka®, Jyxam TaGuur’

"HOxmH0-KasaxcTaHCcKkuit TOCy JapCTBEHHBIH YHUBEpCHTET HM. M. Ayesosa, Illevkent, Kazaxcran,
2YHI/IBepCI/ITeT uM. Amama Murkesnua B [o3ranwn, [Toapma

Kmrouernie cioBa: 1,3-0mc-(3-N-Oy THIAMHHOTIPOIIHI)-TCTPAMCTIIITHCHIOKCAH, 1,3 -0mc-(3-X1opmpon)-
TeTPAMCTHIIUCHIOKCAH, H-OyTHIaMuH, Hykicoduts, MAS (Microwave- Assisted Synthesis), 'H SIMP-criexTpo-
CKOTIHSL.

AnHoTanmA. PAq peaknHOHHBIX CHCTCM OBLIH CPABHCHBI HA MPEAMET UX 3(PPCKTHBHOCTH MPH HYKJICO(PIITH-
HOTO 3amemeHuA 1,3-0uc- (3-XI0pPIPOIHII)-TeTPAMCTHIITHCHIOKCAHA: ¢ H-OY THIAMHHOM KAK MOZICITH MPOIICCCa, TaK
W TMUPHIMHOM B Oosiee TPeOOBATEIBPHBIX PEAKIUH 3aMCHICHI/KBAaTCPHHU3AIMH. DB MCCIETOBAHBI BIMSHHE Pa3-
JMYHBIX MAPAMETPOB: TEMIEPATypa, MOJIPHBIC COOTHOIICHHS PEArcHTOB, MPOJOLKUTCIBHOCTH PCAKINH,
MIPUCYTCTBUH BTOPHYHOTO OCHOBAHUS M OCYIIECTBJICHIE MHKPOBOJHOBOTO OOJIyUCHHUS Ha CHHTE3. B 00omx ciyuasnx
ONTHMANbHBIC YCIOBHUS PEAKIMH ObLIH pa3paboTaHbl C HUCTOMb30BaHHEM MAS; OBILTH TOCTHUTHYTHI PE3KOE YIIPO-
IICHUE IPOBEICHHS OIBITA M OYHCTKU MPOJYKTOB IMOCHIE PEAKIUH, YTO IMO3BOJLIET MONYUYCHHE KOJMYECTBEHHOTO
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BBIX0/IA MPOAYKTA M M30BITOK PEarcHTOB, O€3 MPOBEACHUS METOJAO0B XPOMATOTPA(QHUECKOTO pazlcicHmI. AHam3
MOy YCHHBIX COCIM-HCHUI MPOBOMMINCH C HCmonmb3oBanueM 'H SIMP CHEKTPOCKONMM M MPEACTABICHHASA PaboTa
JTOKA3BIBACT, UTO C MOMOIIBI0 MAS (MHKPOBOJIH CHHTC3) SABJIACTC HAACKHBIM MCTOIOM TIOTyUCHHS HCMOTHMCPHBIX
KPCMHHH-OPTAHHYCCKAUX COCOMHCHUH W C JATbHCHIICH AmanTaldd MOXKCT CTATh CAMBIM OBICTPBIM, YHCTBHIM H
HAU00JICC FIKOHOMHUICCKH BHITOTHON METOIOIOTHHA IS HX MOTH(DHKATIIH.

Beenenne. B nocneanne noneeka KPEeMHUHOPraHUYCCKHE COCIUHCHUS NPHUBICKAIOT K ceOe mpH-
CTaTIbHOE BHUMAHHC KaK CO CTOPOHBI MPOMBIIIICHHEIX, TaK U HAy4YHbIX cooOmmects. Kpemuuii semaercs
ONHUM M3 CAMBIX PAcCIpPOCTPAHCHHBIX 3JICMCHTOB B 3¢MHOM KOpe, KpynmHOMacmTaOHOE MPOU3BOACTBO
KPEMHUHOPraHMICCKUX MAaTCpPHAIOB OBICTPO HAYalucs ¢ HOBBIMH NPUMCHCHHSMH, OOHApY>KCHHOH Ha
CKCIHCBHOW OCHOBe. B HacTosmee BpeMs OHH HMEIOT XOPOIIO YCTAaHOBICHHOS JAOMHHHPOBAHHE B
001acTH KOMMEPUYECKH JOCTYIHBIX TETCPOOPTaHUUCCKUX COCIMHCHUH. XOTSA COCIUHCHHS KPCMHHS,
BCPOSTHO, fABIACTCS BTOPBHIM HAaHOONCe M3YUCHHBIM (MOCIE VITIA), H3-32 XUMHUYCCKOTO M (H3HUCCKOTrO
HECTaOWIBHOCTH CHIAHOB OHH HNMCIOT MAIONPAKTHYCCKOE 3HAYCHUE, OHH CTY>KAT B OCHOBHOM B KaU€CTBE
MPEKYPCOPOB B MPOU3BOJACTBE CHJIHMKOHOBBIX MHPOMBIILICHHOCTH. "CHIMKOH" SBISCTCS TCPMHUHOM,
HCTONIb3YEMbIM OOBIMHO TSl OTNIMCAHHS PA3TUYHBIX HOTUMEPHBEIX OPraHOCHIOKCAHOB, KOTOPHIC SIBIISFOTCS
HauOoJee M3BCCTHBIMH NPEACTABUTEIAMU STOro ceMmeiictBa coeauHeHUH. OHH LGHATCS CBOMMU
VHHUKAJIbHBIMH CBOMCTBAMHM, BO3HHKAIOLUIMMHU H3-32 HAJIMYHI CHIOKCAHOBOW LEMH U OTAATICHHSA HUX OT
YHCTBIX YIVICPOJHBIX AHATOTOB. JTH CBOHCTBA. TEPMOCTOUKOCTh U COXPAHCHHE CBOMCTB B IIMPOKOM JHa-
MA30HE TEMITCPATYP, HACATBHO CTOHKH K OKPYKAIOIIEH CPeAbl U OKUCICHUIO, XUMHUESCKAs CTaOHIBHOCTD
(xpoMe CHIBHOH IIENIOYH M HEKOTOPHIX CHIIBHBIX KHCIOT), JUSJICKTPUUCCKHE CBOHCTBA, HU3KOE MOBEPX-
HOCTHOE HATSXKCHHE, aHTH-2ATC3HOHHBIC CBOWCTBA, BBICOKAS CKHMACMOCTH, PAIHALHOHHAS CTOUKOCTD,
BBICOKAsl Fa30MPOHULIACMOCTb, (OUCHB) HU3KASI TOKCHYHOCTD [ 1].

[Toutn BCE CBOMCTBA CHIIMKOHOB JEIKO MPHCIOCOONCHH K KOHKPETHOMY NMPUMCHCHHIO MYTEM MO-
JuUKANUH WX OPraHMYecKuX OOKOBHIX Lened. B Hacrosimee BpeMs ¢ TaKUM MOIXOMOM CHITHKOHBI
SBIISIFOTCS IMUPOKO TOCTYIHBI B KAYECCTBE: KJICH, FePMETHKH, CMAa309YHBIX MATCPUATOB, CMA3KH, H30MALINH,
MOJU(PUKATOP NOBEPXHOCTH: 3AIIUTHBIX MOKPBITHH, ICHOTACUTEICH U aHTH-KIICEB, TIOBEPXHOCTHO-AKTHB-
HBIX BCIICCTB, OPraHUYCCKUX TMOJMMEPHBEIX 3aMCHHUTEICH B NPOU3BOACTBE Mpecc-PopM, KYXOHHBIX
MPUHAJJICKHOCTCH, WUIPYLICK, OHOCOBMECTUMBIX MOJIMMEPOB, HANPUMEP, B HMIUIAHTATaX H APYTHX
MEAMIMHCKUX MPUMCHCHUAX, CPEACTBAX JTUYHOM TMTHCHBI M MUIICBBIX J00aBoK [ 1, 2].

B ornuune ot moaumMepHO# oTpacin KPeMHUHOPraHMICCKUX COCIUHECHUH, O0Iee METIKHE CHITOKCAHBI
U MX XUMHS CPAaBHUTEIBHO IIJI0XO0 M3YUCHBI, XOTS MPEACTABIAIOT HAY4YHbIH nHTepec. OHM CMEIIHMBAIOTCH C
IIHPOKUM CICKTPOM PACTBOPUTEICH, M WX PEAKLHOHHAS CIOCOOHOCTh YIWUBHTEIBHO OTIMYACTCHA OT
YUCTBIX OPraHHYecKux aHaiaoroB. HecTaOWUMBHOCTP MHOTHX CHIOKCAHOB, COACPKAIIUX aTtoMbl (ropa,
TPYAHOCTH B MPOU3BOJCTBE APYIHX OPraHOTAJIOICHUA-3aMCLICHHBIX COCOMHCHHH W 3HAYUTCIBHBIC
pasnuuMs B PEAKLUOHHOU CIIOCOOHOCTH OPraHUYECKHX OOKOBBIX LENEH - B 32aBUCHMOCTU OT PACCTOSHHS
MEKIY (YHKIHOHATBHON IPYIIION U CHIIOKCAHOBBIX MOCT ObLITM U3y4CHBI [3-8].

Tem He MEHee, OJUTOCHIOKCAHBI TAKKE HALLTH MOTCHIHMATIBHOC MPHUMCEHEHHE. | HOKOCTh CHITOKCAHO-
BOTO MOCTA, BO3ZHHMKAIOLICTO OT AMHHBI cBsA3eH Si-O M €ro HHM3KOE MPOCTPAHCTBCHHOC 3aTPYAHCHHC B
CPaBHEHHH C YIIIEPOIHOH IIETIBIO, OTBEYACT 3a PACIPOCTPAHEHHE JKUAKOTO COCTOSHAA CHIOKCAHOB, H 3Ta
XapaKTCPUCTUKA, JACNAas WX ONTHMAIbHBIM MapaMETPOM AN HPUMCHCHHS B DICKTPOXUMHHM, JTHOO B
KAUCCTBC IICKTPOIUTA WK copacTeopurems [9-11].

B couerannu ¢ skecTKHMH, OOBEMHBIMH 3aMECTUTCIIIMH MOKHO IHOJYYHTh HOBBIC CHJIOKCAHOBEIC
MaTepHaibl SKUAKOKPUCTALIHYCCKOH CTpyKTyphl. MHTEpecHO, 4TO OHH MOryT 00pa3oBBIBATH JHOO
(eppo- nnK aHTUCETHEeTOdIeKTprYeckre Me3ogaser [12-14].

O0a aHHOHHBIC W KATHOHHEIE PELEITOPHI, COACPIKAIIKE CHIOKCAHOBBIH MOCT, OBLTH CHHTC3HPOBAHBI
u myucHsl [15-17]. HakoHen, mpocTeie, KOPOTKHE LETH CHIOKCAHOB TAKXKE SBISIIOTCS KH3HECIOCOO-
HBIMH MPEIMIECTBEHHUKAMH ISl CIICLHATBHOTO HAa3HAUCHUA MarepuanoB. OHH MOTYT BapbHPOBATHCS OT
MOJM-MEPHBIX, TA30MPOHULIACMBIX MEMOPAH K HCOPTaHUICCKUX, CHIIMKATHBIX colei [18-20].

Brionne BO3MOXKHO, YTO CHHTCTHYECCKHE TPYXHOCTH HIPAIOT BAKHYIO PONb B CMEIICHHN HHTEPECA OT
HEOOBIINX CHIOKCAHOB, KOTOPHIE JOBOIBHO TPYAHO OYHUCTUTH A0 MOJUMEPOB, B KOTOPBIX CPEIHHC
CBOICTBA MaTepuaia SBIAIOTCA Oonee BXKHBIMU IS OTPEOUTENS, YeM ero coctas. B mociennue roast
MHOTHC JTbTCPHATUBHI K KIACCUYICCKAM METOAAM CHHTE3a OBLITH MPEATI0KEHBI, KOTOPHIC MOTYT OKa3aTbCs
MOJIC3HBIMHU IPH MMOTYUYCHHN OJUTOCHIOKCAHOB.
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OnuH 13 METOAOB, KOTOPBIH SBISCTCS OBICTPBIM, CHIDKACT OOIIYIO CTOUMOCTb, MIPOU3BOJUT MCHBINE
(vwu HeT) TOOOYHBIX MPOIYKTOB M OTXOAOB C MOMOIIBI0 MHUKPOBONH cuHTe3 (MAS). Ilourn BCe xumu-
YECKHE PEaKIIUH U MHOTHE TEXHOIOTHIECKHUE MPOLICCCH MOTYT OBITh aJANTHPOBAHBI K BHITOAEC OT HUCIOIb-
30BaHMS MHUKPOBOJTHOBOTO HM3IVUCHHS B KAUCCTBE UCTOUHHKA TeIia. Makpo-MacmTaGHbIC MPUMEHEHHS
MHKPOBOJH HEYKIOHHO PacTeT, KAK KOMMEPUYECKH JOCTYIIHBIC CHCTCMBI Pa3BHUBAIOTCS B COOTBETCTBHH C
0omee CI0KHBIMH MOTPEOHOCTAMH XUMHYCCKUX W OMOXUMHYCCKUX MPOU3BOACTB. Y crieImHas TpaHchop-
Malys MHKPOBOIHOBOTO OOOPYIOBaHHUS OT MPOCTOrO HArpeBa W CYXOro MOJE3HA I KPYIHOMACII-
TabOHBIX XHUMHYECKUX PEAKTOPOB H CHCTEM C HEMPEPHIBHBIM NOTOKOM, W OTMEYACTCH PACTYIUHU P
Hay4HBIX pabot [21-24].

Cdepa MHKPOBOTHOBOIO CHHTE3a SIBISICTCS B HEKOTOPHIX OOMACTAX AAXKCE IIHPE, YEM C KIIACCH-
YeckuM noaxoAoM. Kak MHKpPOBOJHEI HPOHUKAIOT YEPE3 U3YUACMbIil MaTepHal B HEKOTOPOH CTENCHH, U
peakuu MOTyT OBITh OCYLICCTBICHBI NPH BBICOKUX TeMIeparypax 0e3 pucka mectHoro meperpesa. C
JPYrod CTOPOHHBI, MPH HMCHONB30BAHUH MPO3PAYHOr0 PACTBOPHUTENS IS MHUKPOBOJHOBOTO OOIYUCHHS
JHEPTUs MOJKET INEPEJaBaThCs HETOCPEACTBEHHO pearcHTaM. B ciaywuae cucTeM JBYX pPacTBOPHTEICH,
0omee BRICO-Kask CKOPOCTh SKCTPAKLUH MOKET OBITh JOCTUTHYTA ¢ O0JIEe MOMAPHBIMU PACTBOPHUTEIIMH, U
ABISICTCS IPEATIOYTHTEIBHBIM MOTyYaTeIeM Al MUKPOBOTHOBOH SHEPTHH.

TecHO CBA3aHHAS C TEPMHUHOM «3€ICHAS XUMHA» MHUKPOBOIHOBBIH CHHTE3 B HACTOAIICE BPeMs MPH-
MEHSCTCS B OTPOMHOM KOJNHUCCTBE peakuui. OHH BKIIOUAIOT B ccOsl MPOCTHIC OPTaHUYCCKUE CHHTE3BI
KaK pEakiMH HYKICO(QHUIBHOTO 3aMCLICHUS, LUKIN3ALMN, KATATATHYCCKUE MPOLECCH (ICTCPOTrCHHBIC,
TOMOTCHHBIE W ()EpPMCHTATHBHBIC), MOATOTOBKA HAHOMATCPHANIOB, PEAKLUH, MPOBOJHMBIC B HOHHBIX
JKHUAKOCTAX, PEAKIMU COYCTAHUS U XUMUsI CuHTe3a [25-36]. bobinoe komuaecTBo padoT, MOCBIIICHHBIX
MHKPOBOJTHOBOMY CHHTE3Y, MPHBECACHBI BO MHOTHX PabOTax, MOJIC3HBI B MOHUMAHWUH MTOTHOW CTETICHH, B
KOTOPOH MHUKPOBOJIHOBBIC MEYH MOIYT MOMOYb B HAYYHBIX OTKPBITHSAX U MPOMBINUICHHBIX TEXHOIOTHIX
[37-40].

Knaccnueckuii moaxox k OokoBoW 1enu MOAWGUIHPOBAHHBIX OJUTOCHIOKCAHOB SIBIICTCS C
MOMOIIBI0 KATATUTHICCKOTO THAPOCHUIMPOBAHUS, KOTOPBIA BBIXOJ TPOAYKTA, YBEIHYHBAS OT OYCHb
HU3KOH 1O BBICOKOH, B 3aBHCHMOCTH OT WHIWBHUAYAJIBHON CTPYKTYPHI, OIy4IeHHOH B [5, 41]. Hpyroi
BO3BMOXKHBIHA MYTh OCYIICCTBIICTCS UCPE3 THAPOIN3 XIOPCHIAHOB [16].

HyxneodunpHoe 3aMemeHne Ha TalOTCHATKWIBHBIX TPYIIL, NPHCOCIUHECHHBIX K aTOMY KPEMHHS
CHJIOKCAHOBOTO MOCTA, MPOTEKAET IIaJKO TOJBKO TOTAA, KOTAA INECTHAICHHOE 3aMBIKAHHE KOIbIIA
BO3MOXKHO C JBOHHBIM 3aMCHICHHEM OJHOTO HYKJIcoduIa, B NPOTHBHOM CIy4ac TaKoH MOAXOJ OacT
VMEPCHHBIC BBIXOJB! JHHCHHBIX MPOAYKTOB AAXKE MOCIE MPOJODKUTCIBPHOH PEakiMM IMPH BBICOKOH
TEMITCPATYPE U ABTOKIABHBIX YCIOBHAX BRHICOKOTO AaBjcHU |3, 8].

[lo HammM cBeJCHHSAM, MHKPOBOIHOBBIM CHHTE3 HE OBI HCIONB30BAH PAHEC IS TMOBBIIICHHS
BBIX0JA 3THX HCTIOJIUMEPHBEIX CHITOKCAHOBBIX MOJHU(pHKALNH.

B »101i paGote MBI mpeanaracM OpOCTYIO METOTONOTHIO I MHUKPOBOJHOBOTO OINOCPEAOBAHHOTO
HYKJICO(UIBHOTO 3aMELICHUS TATOTCHATKUII-OMATOCHIOKCAHOB.

Msbl Takke CpaBHHBAacM HOBYIO METOAUKY C PCAKLUCH, MPOBOJUMON B Pa3NUYHBIX YCIOBHSX,
HCTOJNB3Y$ MAKPOBOJHOBBIC H3TYUCHHS U TIOCTOSHHBIC HCTOUHUKH TEIIA.

MeToauka HCCJIeA0BAHHS

Bce MUKpOBOIHOBBIC CHHTE3BI MPOBOIAUINCH ¢ Ucmomb3oBanneM cucteMsl MARSXpress™, mony-
ueHHOM oT CEM Corporation, CIIIA. Peakiuu mpoTekanu B IJIOTHO TEPMETHUHBIX MOJUTSTpadTOp-
STUIICHOBBIX COCYAAX, OOCCICUMBAIOIINX OC30MACHBIC YCIOBHS BEICOKOTO JABICHHA. |emMIeparypa
KOHTPOIHPOBAIACH € MOMOIUBIO BCTPOCHHBIX HH(]paKpacHBIX JATYUKOB, MOIIHOCTh ABTOMATHYCCKU
PEeryIupyeTcs BO BpeMs Mmporecca.

Bee crmektpsr SIMP Gwinu 3amucanbl ¢ ucnonb3oBanuem Varian Mercury 300 Mhz criekrpomerpa.
Usmeperns 'H SIMP Gbiin MPOBEACHE! ¢ HCIOIB30BAHACM CICAYIONIMX MAPAMCTPOB: pabouas uacToTa
300,069 MI'u; ¢nun yron - 8.8 Mkc; cnekrpansHad mupusa - 4500 ['u; Bpems uamepenns - 3-3.5 cek.;
sagepkka penakcamud - 0-1.0 cex; T = 293,0 K. Bouto mpumeneno Hynesoe 3amonHenue. Lludposoe
paspewenue coctasun 0,2 I'm/touka. B kauectBe pacTBOopHTENs OBIT WCHONB30BAaH ACHTCPUPOBAHHBINA
metanoj1 (CD;0D), a retpameruncuian (TMC) B kadecTBe BHYTPEHHETO CTAHAAPTA JJTsI BCEX 00Pa3LoB.
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Beimn mpuvenensr 1,3-6uc (3-xmopnponmn) - TETPaMETHIAUCHIOKCAH M APYTHE BEINCCTBA MapKu
u.1.a. Bce oHM ObLTH UCIIOAB30BaHbI O€3 IOMOIHUTEIBHOM OUUCTKH.
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Pucynok 1 — Cxema cunresa ;s 1,3-6vc-(3-H-Oy THIIaMIHOTIPOTINN )-TeTpaMe THITUCHIOKcaH. “Microwave-Assisted Synthesis

Mogaenes peakimu HyKICOPUIBHOrO 3aMeIICHUs ObLIa MPOBeACHA MExay 1,3-Ouc-(3-xmoprpomnu)-
TETPAMETHIIAUCUIOKCAH U H-OYTHIAMUHOM (PHCYHOK 1).

Pe3ynbTaThl U HX 00CYy:KAEHHS

VYcnoBusi, TaKUE KaK MOJISIPHOS COOTHONICHUE PEArCHTOB, PACTBOPUTENICH, AOOABICHHEC OCHOBAHMUS,

TEMIICPATYPHI, BPEMCHH M HCTOYHHKA TEIUIA MEPCUUCICHBI HIDKE B Tabmuie 1.

Tabmma 1 — HykneogwipHoe 3amertienve 1,3-6rc-(3-XIopIpormi )-TeTpaMe TUITIUCIIOKCaHa ¢ aMUHOM HyKITeopuIa
TIPY Pa3IMYHBIX YCIOBUSIX PEaKIU

Pearenrst YcenoBus
PactBopurens Brexon
Jimcwnokcan | Hyxneodmwn OcHoBaHUe Merox® Temrmepatypa Bpems
o 80°C
n-Oy TUJIaMHUH acetonitrile .
2.5 MMOTIb - KIIACCUYECKHUI (c oOpaTHBIM 6 yac. -
5.5 MMoIB Sml
XOJIOIAIBHUKOM )
2.5 MMOTIb - Oy THnaMiH - - (ACCHHCCKHH IIpU H.Y. 72 yac. -
20 MMOJIb
80°C
n- Oy THIIaMUH . 6
2.5 MMOTIb - - KIIACCUYECKHUI (c oOpaTHBIM 6 yac. CIIe bl
20 MMOJIb
XOJIOIAIBHUKOM )
n- OyTWIaMUH | TPUSTUIIAMUH 80°C 6
2.5 MMOTIb - KIIACCUUECKUI (c oOpaTHBIM 6yac. | <10%
10 MmO 10 MmoTIB
XOJIO JIIBHUKOM )
5 MMOIIb n- Gy THiaMiH - ALCTOHUIPHT MAS 80°C 6 yac. cne;[m6
12 MMOITB 10 ml
5o | 17 OyTHIAMHIL - - MAS 80°C Guac. | 98%"
90 MMOIIB
5o | 17 Oy THIAMII - - MAS 80°C 4uac. | 97%"
70 MMOJIb
S - KIIACCUYECKHUI 110°C
2.5 MMOIIb DUV - o (c oOpaTHBIM 6 Jac. -
5.5 MMoIB Sml
XOJIOIAIBHUKOM )
2.5 MMOTIb MHPUIGTH - - (CTACCHHCCIHH IIpU H.Y. 72 yac. -
20 MMOJIb
S— 110°C
2.5 MMOTIb P - KIIACCUYECKHUI (c oOpaTHBIM 6 hrs crespl
20 MMOJIb
XOJIO JIIBHUKOM )
TIHPUIH M THIIAMUAH soc
2.5 MMOTIb DU P - KIIACCUUECKUI (c oOpaTHBIM 6 yac. crespl
10 MmO 10 MmoTIB
XOJIOIAIBHUKOM )
5 MMOTTB TpH - oIyl MAS 110°C 4uac. | 23%"
12 MmO 10 ml
5 MMOITB T - - MAS 110°C 4uac. | 88%
70 MMOJIb
*Kimaccuyeckiil MeTOJ KOIOOHArpeBaTellh WIM BaHHA, aTMOC(EpHOE JABICHHE, MATHWTHBIC MEIIATIKH, OOpATHBIA
xormobHIK, MAS (Microwave- Assisted Synthesis): MUKpOBOJHOBaS IeUb, YCIOBUS BBICOKOTO JABICHHS. "PacueTHAs 13
criextpos "H SIMP nipeoGiiaiaeT HCXOIHEIX peareHToB. “TIoIyYeHHBI BBIXOJL,
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O6was meroauka B MAS. 1,3-Ouc- (3-XI0pOpoImiT)-TeTpaMeTHIIAUCHIOKCAH (5 MMOJB) CMEIIH-
BAIOT B €MKOCTH € VKa3aHHBIM KOJIMYCCTBOM NMHPHIMHA W PACTBOPHUTENI. 3aJaHHAS TeMIepaTrypa Obuia
JOCTHTHYTA TIOCIE NITHAIUATH MHHYT. Harpesanwe mnpogo/mkamd B TEUEHHE 33JaHHOTO IEPHOAA
BPEMEHH, TIOCNIE YEr0 PEAKTOP-CcOCY 1 ObLT OXIKIACH 0 KOMHATHOW TEMIICPATYPHI MEPE I NPECBPAILCHUCM.
CoaepxumMoe cOCyJa BBUIMBAIN B NMPECABAPHUTCIBHO B3BCIICHHYIO KPYTIOAOHHYIO KOOy U YIapUBaIH
mpu noHwkeHHoMm aaeiacHur npu 80 °C. HeGosapmoe xomumuectBo Boabl (2-4 wmit) A00aBIsiin K
HECOYHIICHHONW CMECH M ¢ MOMOIIBI0 pactBopa ammuaka pH noaanmanu 10 9. Cveck roMOrCHH3HPOBAIN
¢ momompio UltraWave BaHHBI M BHIIAPHBATH NpPH NOHMKCHHOM aasncHuu npu 80 °C B TeucHme
JUTUTECITEHOTO NIEPHOAA BPEMCHH, YTOOB 00CCIICUHTE Y IAICHHE H30BITOYHOTO MUPHINHA U PACTBOPUTEISL.
PeakuwmonHsiii cocy cHOBa B3BemuBanu u 10 M1 aueToHa A00aBISLIH B KOJI0Y, CMECh TOMOTCHHU3UPOBATH
€ MOMOIIBIO VABTPA3BYKOBOH BaHHBI M OCTABISUT OXJIAKAATHCA B T€UCHHUE ABYX 4acos npu 4 °C, mocne
YEro aneTOHOBBIM CIOH OTACASNIM M YHApUBAIU ¢ MOIYUYCHUEM KPACHO-KOPUUHEBOM, OUYECHBb BSI3KOM
SKUAKOCTH. AHAJIU3 MPOBOAUIIH C TOMOIIBI) CIICKTPOCKOITHH 'H IMP.

Bropoii meron peakumm npoBoamiH Mexay 1,3-0uc (3-Xmopnpomui) TEeTPaMETHIIHUCUIOKCAH U
MHUPUANHOM (PHCYHOK 2). YCIOBHS, TaKHE KaK MOJSPHOC COOTHOIICHHE PCArCHTOB, PACTBOPUTEICH,
TEMIICPATYPHl, BPEMCHH U HCTOYHHMKA TEIIa IS ONTUMH3HPOBAHHBIX OOIIMX METOIHK, MEPCUHUCIICHH! B
tabmure 1.
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Prcynok 2 — CxeMa cunTesa st 1,3-6vc-[ 3-(1-Impu IUHIO ) TIPOITHI )TeTpaMe T MCHIToKcaH. “Microwave-Assisted Synthesis

Beicokue BBHIXOABI MPOAYKTA, MPOCTOH W OBICTPBIH HPOLIECCHI OYMCTKU OBUTH JOCTHTHYTHI B Pe-
gynptare MAS kak B cny4yac H-OyTUNaMHHA M NMUPHIMHA, WCIIOJIB30BAHHBIC B Ka4YeCTBE HyKicoduia.
OnTuMH3NpOBaHHAS METOAUKA OKA3AIACh MPEANOYTHTEIPHEE CHHTETHUCCKUX METOOB, VKE NMEIOIIUXCS
B HM3BECTHBIX nureparypax [4, §]. B mogoGHBIX VCIOBHAX KIACCHYCCKHH MOAXOA OBLI B 3HAYUTCIBHOU
cTerncHH Hed(PEeKTUBHBIM.

Ounmennsiit  1,3-6uc-(3-N-Oy THIAMHUHONPONINN)-TETPAMETUIJUCHIOKCAH MONYYEH C IMOMOLIBIO
MAS, wmen Bug xenroro mytHoro macna. Quumuenssiii 1,3-Guc-[3-(1-mupuannavo)-npomnun]-TeTpa-
METHIAVCHIOKCAH TOMYYEH IO AHAJIOTHIHONH METOAWKE M WMEN BHJ BA3KOW, KOPHIHEBATO-KPACHOM
JKHIKOCTH.

06a npoaykra 6bimy wacHTHGUIMPOBans! ¢ nomomso ' H SIMP-criekrpockomum. Tpu cpaBHCHHHN B
KOMHATHOH TeMIleparype, KIACCHUECKHUE PEaKIMH HE JAIOT JKEIAEMBIX COSAMHEHUN BO BCEX OIBITAX, H
crextpsl 'H SIMP BOCCTAHOBJIEHHBIX JKHIKHX BEIIECTB BBISBHIIN TOIKO HATHIHE HETIPOPEArHPOBABIIETO
1,3-6uc (3-xmopnponun)-TeTpaMeTHIJUCHIOKCAH (PUCYHOK 3).

B xoze Hammx HCCICAOBAaHHMH CTAIO OYCBHIHO, YTO AOOABICHHE PACTBOPHUTENS OTPHLATCIBEHO
BJMSCT Ha CKOPOCTh PEAKLUH M, KaK MPABUIO, [T TOTO, YTOOB MAKCHMATBHO MOBBICHTD 3 EKTUBHOCTh
MPOTCKAHUS PEAKIMH B JBOMHOH CHUCTEME PEKOMCHIYETCS M OOOMX COCAMHCHHH, ACUCTBYIOINUX B
Ka4IeCTBE PearcHTa U MOTJIOTHTENS XJIOPHUCTOBOAOPOTHON KUCIOTHI.

Hecmotps Ha pobGaeneHue TpPUSTHIAMHHA, HO-BHIUMOMY, VBEITHYMBAS OOIIMH BBIXOJ B KJACCH-
YECKOM MOAXOAC, MOCICAVIOEE CHHTCTHYCCKOC PA3ACiCHHEC HE MOXKET OBITh 3aBEPLICHO CTOJNb KE
CTPEMUTENBHEIM 00pa3oM, U 3Ta MOJU(UKALMA HO3TOMY HeuenecoodpasHa. BrIIo Taike yCTaHOBICHO,
YTO H3-32 OTHOCHUTCIBHOM MPOCTOTHl MCCJICAOBAHHBIX CHCTEM OHWHAPHBIX PEAKLHUH, MAacCOBBIC PACUCTHI
MEKIY CTAAMAMH Pa3IeICHHs 00CCICUNBAIOT NOTHYIO U TOUYHYI0 HHPOPMALIHIO O COCTABE PCAKLIMOHHON
cMecH B 10001 3adanH0i Touke. Kpome Toro, Oombinoii u30bITOK amMuHa, HeoOxomumoro B MAS, He
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Pucynok 3 — HopmamzoBanso cioxeHssle 1H SIMP criektpsl 1,3-0uc- (3-X710pIpoI) ~-TeTpaMeTHIIUCHIoKeaH (1)
[8H (300 MHz, CD30D): 0.09 (s, 12H), 0.66 (m, 4H), 1.78 (m, 4H), 3.53 (t, 4H, J=8.7)], 3-6uc (3-#-Oy THI-aMUHOIIPOIIHI) -
TerpaMeTHicIokea (2) [SH (300 MHz, CD30D): 0.08 (s, 12H), 0.54 (m, 4H), 0.94 (t, 6H, I=7.3), 1.36 (q, 4H, J=7.2),

1.62-1.44 (m, 8H), 2.58 (t, 4H, J=7.6), 2.60 (t, 4H, J=7.5)], 1,3-0uc- [3- (1-IMpUIHUHAO )-IIPOITHJI |-TeTpaMETIIMCIIOKCaH (3)
[6H (300 MHz, CD30OD): 0.09 (s, 12H), 0.56 (m, 4H), 2.03 (m, 4H), 4.64 (t,4H, J=7.3), 8.14 (t,4H, = 7.1),
8.62 (tt,2H, J=7.9, 1.4),9.05 (dd, 4H, J=6.7, 1.3)]

3arps3HsICT MPOIAYKT, U OH MOKET OBITh JICTKO BOCCTAHOB/ICH HA CTaAHMU NMEperoHku. B coyuae nepsuu-
HOTO aMHUHA, €0 COJIb OTJACISCTCA B BUAC YHCTOTO MOOOYHOTO MPOAYKTA M MOXKET OBITh AOMOJTHUTCIBHO
WCTIOIB30BAH MOBTOPHO, T.€. MPU PEAKLHH ¢ PACTBOPOM aMMHAKA M MOCICAYIOWECH AUCTHILISIIUCH/IKC-
Tpakiued. Taxke Haime TBEpAOS YOCKICHHUE, YTO MANBHCHIIHNE ONTHMHU3AIMH BO3MOXKHBI C MOMOIIBIO
3TOTO0 METOJA. MOJSIPHOC COOTHOIICHHE PearcHToB Ommke K 1. 2 (JUCHIOKCaH: aMHH), PE3KOC COKpa-
IICHUE BPEMCHHU Peakiuu (B BUAC KAILTH OT 6 10 4 4aCOB MEKIY SKCIICPUMCHTAMH PCAKIINH, Ka3aI0Ch, HE
OKa3bIBAIOT HECOIArOMPHUSITHOS BO3ACHCTBUC HA KOHCUHBINM BBIXOA MPOAYKTA) M AAANTALUH K HEKHIKUM
pearcHram.

Wrak, woBbili merom MAS Obim paspabortan g MOAH(UKALMH XJTOPATKHUICHIOKCAHOB HEIO-
JAUMEPHOU CTPYKTYpbhl. BONbIIHE CKOPOCTH pEaKIyu, MPOCTOTAa PaspaboTaHHON CHUCTEMBI H JISTKOCTBb
OYHUCTKU NOJYYECHHBIX MPOAYKTOB MO3BOJIAET CUHTE3 MPOAYKTA C BHICOKUM BBIXOI0OM.

CocauHCHUS, MOMYYCHHBIC 0 MPEACTABICHHOMY CIOCO0Y, MOTYT HAHTH MPUMCHCHHE B DJICKTPO-
XUMHUYECKUX MPOU3BOJCTBAX, & TAKXKE B KAUECTBE XUMUKATOB U MOJIUMEPHBIX MPEKYPCOPOB.

Aemoput 6nacooapam Komumema Hayku Munucmepemesa obpasoganus u Hayku Pecnybnuxu Kasaxcman sa
unancogyio noooepiicky 8 pamkax I panmosozo gunancuposanua Ne 68-35 om 12.02.2015 ¢ 2015-2017 200v1.
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3-XJIOPAJTKHJICHIOKCAH MEH AMUHAPACBIHJAATBI HYKJIEO®WJIBAI OPBIHBACY
PEAKTIUAJIAPBIH KITACCHKAJIBIK TOCLI MEH MAS (MUKPOTOJIKBIH/IbI CHHTE3)
IPTYPJII KATJANUJIAPBIHIA CAJIBICTBIPY

A. C. Tyku6aera', Boryciasa Jlecka®, Tyxam Ta6unr’

'M. Oyesos arsiarsr OuTycTik Kazakcran MemiekerTik yauBepeuteri, IlIsvkent, Kasakcran,
“[o3Haubaarsl Axama Munkesny YausepcuteTi, [Tombima

Tiper co3aep: 1,3-6uc-(3-N-Oy THIAMHHOTPOTIAI)-TCTPAMCTHITHCHIIOKCAH, 1,3-0mc-(3-XI0pnpomi)-TeTpa-
MCTHIIHCHIOKCAH, H-OyTHaMuH, Hykicodums, MAS (Microwave- Assisted Synthesis), 'H SIMP-CrieKTpOCKOTIHSL.

Annotamust. JKymeicra 1,3-06mc- (3-XI0pIpOIILT)-TETPAMET HIITUCHIOKCAHHBIH H-OY THIAMHHMEH, COHAAM-AK,
Katan OpbIH Oacy/KBaTepHU3ANMS PEAKUMACH PETIHAC NMUPHANHMEH HYKICO(DIIbII OPBIH 0acy pPEaKLMACHIHBIH
THIMAITITIH AaHBIKTAY MAKCATBHIHAA OipKATap PCAKUMSIBIK JKYHCICP CANBICTHIPBLUIFAH. OPTYPAL MapaMeTPIACpPHiH
oCepiCpl: TCMICPATYPAHBIH, PCATCHTTCPAIH MOJLPIBI KATBIHACTAPBL, PCAKIUSA Y3AKTHIKTAPHI, CKIHIMUTIK HETi3MiH
KATBICYBI JKOHE CHHTE3T¢ MHKPOTOJKBIH/BI COYIICHI KOXIaHy 3eprrenail. Exi skarmaiina 1a MUKPOTOIKBIHIBI CHHTE3
(MAS) KonmaHFaHIA PCAKIHSHBIH THIMAL YKAFAAWIAPBI ATBIHABL TOKIPHOCHI KYPTidy KOHC PCAKIMANAH KCHiHTi
SHIMZEPAL Ta3aPTy YAKbITHI OIpACH KbICKAPTHIIABL, Oy XpoMaTorparsuibik 06y dmicTepiH xKypriz0ei-ak, eHIMHIH
CAHJIBIK ITBIFBIMIBLIBIFBIH JKOHE PEATCHTTEPI YHEMACYTE MYMKIHIIK Gepemi. ATbIHFAH KOCHUTBICTAPAB Tangay 'H
SIMP CrieKTpOCKOTHSCHIH KOJIAHBII SKYPTi3ii/l >koHE YCHIHBUIBI OTHIPFAH KYMBIC MAS (MHKPOTOJIKBIHIBI CHHTE3)
KOMETIMEH KYPri3y MOJMMEPIl €MEC KPEMHUI-OPTAaHUKAIBIK KOCBUIBICTAPBI ATy IbIH THIMII SICI KOHE OJaH apbl
oMapasl MOTH(PHKANMAIAY ABIH KCICH, TA3a KOHC AHAFYPIBIM SKOHOMHKABIK THIMII 9TICTEMECi OOJATHIHABIFBIH
KOepCeTeal.

Hocmynuna 29.07.2015e2.




