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FIELD: rare metal recovery methods.
SUBSTANCE: ions belonging to actinide and/or
lanthanide groups are extracted from aqueous
solutions by bringing the latter into
contact with organomineral hybrid gel with
lattice composed of following inorganic motifs:
—_—M—0— wherein M represents Si, Ti,
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molecules capable of complexing ions to be
recovered are integrated, each organic
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TekcT onucaHns B akcUMWNBHOM BUAE
{CM.rpacdbudeckyto YacTe). To

®opmyna nsobperteHus:

1. Cnocob BKCTPAarMpOBaHKA
NPUCYTCTRYIOWMX B BOAHLIX PacTBOpPaX MOHOB,
OTHOCALLMXCA K TPyNne MOHOB akTMHWAOBR W/UMK
NaHTaHWoB, 3aKTlYalWMACA B TOM, 4TO
BOAHLIA PacTBOP BBOAAT B KOHTAKT G rMGpUAHBLIM
OpraHO-HECRTaHWYECKUM TefleM, COoAepKallum
CeTKY U3 HeopraHW4eckKux 3BeHbeB (opMynbl

R T

rae M obozHa4aet Si, Ti, Zr unu Al,

B KOTOPYK WHTEMPUPOBAHbI OpraHudeckne
MOneKynbl, obpasyoue KOMMNeKehI c
akcTparMpyeMblMy1  MOHaMu, npuyem  Kaxaas
opraHMYecKas Momnekyrna KoBareHTHO CBA3aHa ¢
OOHWUM MMW HEeCKONbKUMK aToMamin M ceTkn, W
OTASNAT refb, CBA3aBLIWA WOHbI.

2. Cnocob no n.1, B
KomnnekcoobpaszywLlne opraHu4eckne
MONEKynbl COAePKaT MO MEeHbLUeR Mepe OfHY
OYHKUMOHANEHYO  TPYNNY W3 Yucrna amMuHO-,

KOTODPOM

3hUPHOR, MMOPOKCUITEHOWR, aMUOHOM,
MMPUONHOBOA WM GUNAPWMAOWMHOBOW rpynn  WUnu
NHOBLIX Apyrix OpraHUYecKnX rpynn,

BKMIOYAIOLWLMX  3MEeKTPOHOACHOPHEIA atoM Tuna
O, Nunm S.

3. Cnocob no nwbomy M3 nn.1 un 2, B
KOTOpOM KomnnekcoobpasylollMe opraHudeckne
MOMEeKyIbl rens oTBevalnT OOHOR W3 CnedyoLmMx
hopMYN (CM. TpatUHECKYHO YacTb),

B KoTopbiX (M) ofoaHauyaeT KoBaneHTHYHo
CBS3b MONeKynel ¢ aToMoM M, npeacTaBnAWL MM
cobolh Si, Ti, Zr winnu Al B HeopraHWYecKux
3BEeHbAX CETKM.

4. Cnocob no nwbomy U3 nn.1-3, B KOTOPOM
HeopraHn4eckMmMin 3BeHbAMW ABNAKTCA 3BEeHbA

— i — —

5 Crnoco6 no n4, B KOTOPOM refnb
npegctaenaetT cobor rMbpUOHBIA CUNMKarens,
OTBev“alWWA OOHOW W3 cnepylowmx dopmyn
{cwm. rpadmyeckyo 4YacTb).

6. Cnoco® ne nwbomy K3 nn.1-3, B KOTOPOM
MOPUOHEIA  renb  NofmydeH No  MeToAuKe
30Mb-refb, COrMAacHO KOTOPOR NonvMepuaalust
OCYLUeCTBNASTCA MNyTemM NOMWMKOHASHCauWW B
MNPUCYTCTEBMK BOABI NO MEeHbLIER Mepe OAHOro
ankokcuaa MeTanna, UmeroLLero
hyHKUWOHaNLHbLIA 3amecTnTens (M), dhopmynsl

LM(ORMI(Y urm (R1G) | MLM(ORMI(ID,

B koTOpoi M obosHaqaeT Si, Ti, Zr unn Al,

L ofoaHavaeT  KOMMOMIeKCOoOBpasyoLyo
OpraHWYecKkylo rpynny, OTBedYalolwylo OaHOK K3
crnedyowmnx popmyn (CM. rpadryecKyio YacTs),

R! oBosHauaeT opraHWueckylo  rpynny,
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NPeuMyLLEeCTBEHHO arnkun,
| =3, koraga M obozHaqaeTt Si, Ti, vnK Zr unu

| =2 korpa M obosHauvaeT Al

7. Cnoco6 no n.B, B KOTOPOM arnkokcui
MeTanna coaepKall i PyHKLMOHANBHY O
rpynny(bl), COOTBETCTBYET OOHOM N3 CneyoLwmnx
hopMyI {CM. rpatdIEcKyo YacTk),

B KoTopblx R ofoaHavaeT opraHWUYeckylo,
NPeuMyLLEeCTBEHHO anKMnbHY Fpynny.

8. Cnoco6 no mobGoMmy wa nné u 7, B
KOTOpOM copepxallui PYHKLMOHANEBHY O
rpynny(bl) ankokcua MeTtanna nolMvMMepu3oBaH ¢
ankokcugomM metanna hopmynsi:

M(OR2),, (II)
B KoTopol M obosHavaeT Si, Ti, Zr unu Al,
R2 obosHavaer OpraHyeckyto,

NPeumMyLLeCTBEHHO ankuUnbHY rpynny;

m = 4, korga M aBnfaetcs Si, Ti mnn Zr,
nnn m = 3, korga M obosHavaeT Al.

9. Cnocob no n.8, B kotopom M obosHaqaer
Si.

10. Cnoco® no nbomy U3 Nn.6-2, B KOTOPOM
ankoKkeuz, MeTanna, CoAepaLluid
OYHKUMOHANEHYIO  TRYNNy(bl), NONMMepU3oBaH
TAKKE C anKoKCKUOOM hopMynbl

(R30) | M-X-M(OR3)I (IV)

B KoTopoli M obosHavaeT Si, Ti, Zr unu Al;

R3 obosHavaeT OpraHnyeckyto,
NPeUMyLLLECTBEHHO arkWUNbHY rpynny,

X obosHavaeT He 06paayloly KOMMNeKca
OpraHWU4ecKkyto rpynny;

=3, koropa M obosHavaeT Si, Ti unun Zr,
wnKn 1=2, korpa M obosHadvaeT A1l.

11. Cnoco® no nwbGomy w3 nn.6-10, B
KOTOPOM  MOonUMepu3auua npoBejsHa B
NPUCYTCTBMM  3TaHona, Bodbsl W dhTopuaa
aMMOHMS.

12. Cnocob no n.7, B KOTOPOM
NonMMepU3oBaH TONbKO CoAepaLluin
OYHKLMOHANEBHYIO rpynny(bl) ankokcua, KpemMHWs,
OoTBevYalWmMA  ogHoW  u3  chopmyn  (cm.
rpacon-eckyd 4acTb).

13. Cnocob no n.7, B KOTOPOM coaepxallui

OYHKUMOHANLHYIO  Tpynny(bl)  ankokcucunaH
NonuMMepUaoBaH ¢ 1-5  aKeuBaneHTamu
TeTpasToKCUCUNaHa.

14. Cnoco® no mobomy wn3a nn6-13, B
KOTOPOM  MOnMUMepu3auns npoBedeHa B
NPUCYTCTBUK SKCTParMpyeMoro  sfnemMeHTa,
KOTOPEIA MOcne 3TCro yAansloT NPCOMBIBKOW, G
Lenbio npugaHus reno addpekta oTnedaTka
3TOMO SNeMeHTa W YNydWweHWa CeneKkTWUBHOCTH
rens npKr skeTpakummu NofotHBIX SNeMeHToB.

15. Cnoco® no nmobomy 3 nn.i1-14, B
KOTOPOM rernb UmMeeT PopMy NopoLLka.

16. Cnoco® no mobomy w3 nn.i1-14, B
KOTOPOM renb UMeeT hopMy MembpaHbl.

17 ANKOKCWA KPEeMHWHA, Ccoaepallui
hYHKUMOHANEHYIO rpynny(sl) OOHOR 13
cnegywmnx hopmyn (CM. rpadnHeckyio YacTs).
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Hacroamee MS0SpeTeHMe OTHOCHTCA K TIMOPMOHEM OpTano-
HeOpTraHWYEeCKUM TelAM OIA DKCTPakWym XMMEEeCKMX BJIEMEeHTOB M2
BOOHHEX PACTBOLOB.

VzoBpeTeHne OTHOCUMTCH, B YACTHOCTM, K 3IKCTRaKUMA XUM—
YecKMx SJeMeHTOB, NpelCTaBJIArmMx co0c# JMbc KaTMOHE MeTall-
7108, TaKMX KaK aKTMHHUIE, JaHTAEMIE M [IeDeXOIHBEE METaJlJIH, JIM=
60 AHMOHH, TAaKMe KaK HMTPpaTH M CyJIbQaThl.

NsobpeTenre MOXeT OCHTb MCHNOIBE30BAHC B Pas3IMUHEX obnac-
TAX, HanpMMep, B ANepHoW ofJacTi, HaNpMMep, LA SKCTPakliii
AKTMHMIOB M3 CTOKOB, TakMX ®ak paduHarH, obpazylmve LpK 0b-
paboTke OOJNIYUYSHHOTO TOINMBa, WIM IUJIA obeszapasMBaAHKA palMC—
AKTUBHHX CTOKCE, & TakKke B O0ONacTM 3KOJOTMM, HaIpuMep LA
OUMCTKM BOIE OT TEReJEHX METANIOB WM JIOOHXK HOPYTMX BPEIHBX
XUMMYUeCKMY BEeNeCTH.

Cpem MeTOOCB BKCTPaKLUMM XMMMYECKMX BEHECTE MIM 3JSMeR-
TOB %3 BOIHHX PACTBOPOB MMeeTcA OOJNbNOEe KOJIMYECTBO METONOS
SKCTPaKLUMKM THUOa TBEpHce BeNecTBO-AMIOKOCTE C IPMMEHEHMEM Das—
ITUMYHEX TBepOHxX (as, Takux Kak OpTaHMYeCKMe MIM HEeCPTaHMHe=

CKMEe CMOJH, obecleuMBamMe 3ZKCTRAXKLIMID oyTeMm oO0MeHa MOHOB, WU
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HOocHTeNell HeoplaHM4deCKOoM MM OpraHy4YecKOy IPpMPOIE, Ha KOTO-
PHX OUXCMpOBaHE, HaMpMMep, IyTeM IIPMBMBEM WM INPOOMTKM, CO-
emMHeHUA, obJalanmMe chHedMPMUeCKMM CPOICTBOM X 3IKCTpalupye-
MOMY XMMMUeCKCOMYy BEMeCTEBY.

B yacTHOCTH, B mokyMmeHrTe US-A-4,203,952 (1) oOmMCHBAeTCH
criocof yIOajgeHMA M3 DACTBOPCER TAKeJHX METaJJIOB M IIePeXOOHHX
MEeTajITOB TakMX Kak IINaTHHa OYyTEeM BBeIeHMA pPacTBopa B KOETaKT
Cc TEepHO¥ HeopraHMuYeckol $asoi, comepXamell Ha CBOeM IOBepX-
HOCTY THUIPOKCHMIILHEE TPYINE, K KOTCOPEM [OPMBUTH COEIMHEHKMSA
KpeMHMA, CcolepXalliMe pPeaKTUBHEEe OQYHKUMM TUIA THUOJIOBOK I'DYIIH
UM aMMHODPYIH, KOTOpHe O08JaanT CPpOoACTBOM K 3RCTParMpyeMo-
My MeTasny .

CoemMHeEMe, CBASHBAEMOE IIYTEeM DeakKIMM ¢ I'MIPOXCHIIbHEMM

IpYITIaM Ha TOBEPXHOCTY HOCHTesA OTBedaeT Qopmyse:

R1

|

X-— CHp— R — Si—Y

R2

B KoTopoM Y ofosHavaeT aNIKOKCHM-IPYINY WM AaTCM IaJloTeHz,
CIIOCOGHHE PEeaTrVMpoBaThk C IUIOPOKCHUNIBHEMM TpynnaMy HOCHTeNA, |
X ofoz3:HadaeT THOJIOBYR IPYINNY, AMMHOI'DYINY MM a3CTCOoIepXamun
TeTepOolMK.

OnMcadHaA B Ha3BaHHOM IOKYMEeHTEe MeTOIMKAa IPUBOIMUT TaKMM
oBpasoM K OPUBMBKE 3KCTparMpyomed IPYINH Ha NOBEPXHOCTH HOO-
JIOKKM, KOTOpad MOERET NpelCTaBJIATE COOOM IMOKCHUI KPeMHWMS WMIN
CMIIMKATENk, B TO BpEeMA KaK BO BHYTPeHHeM CTRYKIYPE HOCHTENs

HUKAKODO CBA3HBAHWA C SKCTparKpyRmeX TPRYINoW He TPpOMCXOIUT.

_5-
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B nmoxymeHTe Journal of Radicanalytical and DNuclear
Chemistry, Articles, vol. 141, n°l, p. 107-115'", omicusaer-
CA UCHOONB30ZaHMe OKTMI (denwnn)-N, N -ma1300yriikapbaMOoMmMe T
dbocpmHOKRCHMIOz (KMOO), HAHECEHHCIC Ha TBepOell HOCHMTEJIE Ha OCc-
HOoBe IMOKCMIA KpeMHMA JJIA SKCTPAKUMKM €BPCOMA M aKTHHMIOB M3
BOOHEIX PacTBOpOB. LNA IPUMTOTOBJIEHMA HOCHTENIA C HAHECeHHEM
KM@®O MCHOOJL3YIOT HCOCHMTeNbL, COCTOMIMIA M3 YacTul Si0;, Ha KOTO-
poM 2KCTpareHT KMOO ¢gurcHMpyRT OyTeM MeTOoda MCIapeHMA pacTBO-
DUTEeNA,

B noclenHeM cjiydae, SKCTPpaleHT He CBAS3EBARTCHA C HOCHUTE-
JleM XKCBaJIeHTHOM CBA3RKD M He MHTeTRUPDYETCH B ee CTPYKTYPY C
oBpa30BaHWeM XMMUUECKUX CBA3EH.

Boylee KOHKPETHO, HacCTOAmiee M300peTeHMe COTHOCHMTCA K I'Mb-
PUIEEM OPIaHO-HEOPIUAaHMYSCKMM TelliM, B CTPYKTYPY KOTOPHX 3KC—
TpalMpYKMas TpyNNa MHTeIpUpyeTCSA B [IPpoLecce NPMIOTOBRJIeHMA
TeJd.

CornacHC M300peTeHMo, IMOPHIKNY OpPTaHO-HeopTaHWYeCKUN
rejis IJIS SKCTpakKlUMM 06 MeHbmed Mepe OIOHOT'C XMMMUeCKOIO BJe-
MeHTa M3 BCOIHOTO PAaCTBOpa CONepXMT CeTKY M3 HeOpraHMYeCcKMX

SEEHLEBR DOPMyJE:

=
?

rne M oBosxauaer Si, Ti, Zr mmu Al, B KoToOpyR (CeTKY)
MHTETPMPOBAHE OpIaHM4YecXMe MOJIeKYIE, O00pazyxmre KOMIJIEKCH C
SKCTParuMpyeMEM DJIEMEHTOM MJIM 3JIeMEHTamM, IIpU4YeM Kaxknad opra-
HUUeckad MOJeKyJla KCBaJleHTHO CBAZ2aHsz C OOHMM WM HEeCKOJNEKMMA

aroMaMr M CeTKil.
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OpraHuYecKue MOJIEKYJH B TeJjle COoAepXaT IO MeHbIeM Mepe
oOHY OYHKUMOHAJEHYD IDPYINY, OOGIaIalNyld KOMILIEKCYKMMMMY CBOWM-
cTBaMM B OTHOMEHMM K 3IKCTpalMpyeMOMy DJIEMEeHTY,

3T MOJIeKYJE BHOMpanT TakkM OofpasoM C Y4YeToM I[IpMpOOh
SKCTPaArMpyeMoro XMMAUECKOTO 3JIeMeHTa.

B ToM cryYae, KODIa DSKCTPalMpyeMEM XMMMYECKHM 3JIeMeHTOM
ZBJISeTCS KATMOH MeTajJsa TakKoTo KaK axTMHMI ¥1/MIM JaHTaHWuI,
Ha2?BaHHaA BHile OQYVHKIMOHANLHaA TIpynna MOXeT OHTE BHOpaHa M3
ypca aMyMHo-, 3¢upHoM, THIPOKCUIIBHOM, aMMIHCOM, IUPMIMHOBOW M
SMOMPHIMHOBON TPYIN MM Xe OHa MOXeT OHTE modoM Impyrol opra-
HMYECKON TIpPYINoM, BKIOUAKIEN SJIeKTPOHOIOHOPHEIM aToMm (O, N,
S).

HecpraHudeckye 3BeHLS B TIejle uUs00peTeHMA MODYT OTHO-
CHMTBCA E THIY 3BeHbeB CUIMKarend, TeJfi OKCKHMIEa THTaHa, TeJd
OKCHUIOA LUMPKCOHMSA MM Iellf oKCKIa aJIoMMHMA.

B COOTBETCTBUM C MNPEelnouTUTesbHEM BaPMaHTOM OCYEEeCTBIe-
HMS U300peTeHMA, TUODPUIHEM rellb ABIASTCA TEJIeM Ha OCHOBe Iu-
OKCHMIAa KpeMHMS, TpK STO0M HeOpPTaHUUEeCKMMM 3BeHBAMM CeTKM AB-

JIARTCH ZBEeHbBA:

O

51

CoINIAaCHO IepBOMY BapMaHTy OCYIIeCTBIEeHMA M300peTeHUdA,
BCe ATOMH M cCeTEM B THOPKMIHOM ORPIAHO-HESOPraHWYeCKOoM Iejle
CBA2aHH C OpraHMUYecKOy KOMILIeKCOoOOpa3yimel MOJIeKyIon.

TeJlep TAKOTO THIIA [IPeICTaBJAeT OCOCHM MHTepec, TakK Xak

OH offalaeT QUeHE BHCOKCH IJICTHEOCTLE KOMIIEXCQOoOpasavIomMx Mo-
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7leKkyJy, O0O0JajalmUx CPOICTBOM K OHOHOMY MiM Ocsee 3KCTPaATMpYe-
MHM XMMHAEECKMM ZJIeMeHTaM.

B COOTBETCTEMM CO BTOPHM BAPMAHTOM OCYMECTBIIEHMA M30-
speTeHMA, TOJNLKO YACTh aTOMOB M CceTku CBA3aHA KOBAJICHTHEMA
CBASAMM C KOMILIEKCOOBpasylmel cpraHudeCcKoMn MOJISKYJIOM. B 3TOM
crydae o MeHsmel Mepe 9% aToMOB M CeTKM CBA3AHHE C KOMIJIEX—
coobpalyolyml MOJIeKyJiaMii.

B KadeCTBe KOMILJIEKCOODPASYIMMX MOJeRYyJT MOI'yT CelTh Ha-

SBAKH MOJIEKYJH, OTReUanmMe CIelyRIM QopMysaM:

(M)N\N/—\NHQ <M>Mﬁ/—\§/\/\(my
H

H H NH2

(M) /\/\O/_\o/—\OH(M)/\/\O/—_\O/'_\ O SN (M)

0 @]
(M) /\\/\NJ\ (M)/\/\N/lL N7 TN (M)
H NH2 H H
EtoN

@]

M) o
EtoN
I I
(M) "N H (M)~ N7 TN(M)
H 2 H H
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(M) /\/EQ\/\ (M)&/E@\f\ (M)

(M)N@N

N N

(M)

VzobpeTedre OTHOCHMTCA TakKke K CHOoCCOHY NOJIydeHMA ONMCaH=
HOTO BPBHle THODUIHODC OPTAHO-HEeOPTaHMYeCKOI( TIeJd MCxXoOna M3
AaIKOKCUIOB KpeMHMA, SaMelleHHHX OpraHudeckmMy (YHKUMOHAEHEMI
TpymiiaMi ¥, BO3MOXHO, M2 aJIKOKCMIOB KpeMHMA. B =zTom chniocobe
MCTIONB3YIRT MeTOIMKY BOJb-Telib M OCYHNeCTBIIANT IICJMMepM3alyo
nyTeM OOMMKOHIeHCcalyy B OpUCYTCTBMM BOOH [0 MEHBEEW Mepe On-
HOTO MMelmeTo (YHKIMOHANLHEE 3aMecTHMTeny aJKOKCHIOa MeTaslla
bopraMyTIEL:

IM(ORY) ¢ (I) wm (RO) {MIM(OR') ¢ (II)

B KOTOpPOM M oBosHadaeT 31, Ti, Zr wmM Al;

- L oBosHadaeT OpTaHWUYecKyk TIPYIIy, CoOIepXamyX IO MeHb—
el Mepe OOHY OopraHMYecKylD KoMIlIeKcooOpasyouyn (YHKLMID;

- R! oBoszauaeT OpPTaHMUECKYD TPYNIY, IPeNMymNecTBEHHC
AJIKMIL; U

- [ paBHO 3, xKorma M o®ozmvauaer Si, Ti, Zr m

- { paBHO 2, KoIga M oBo3HadaeT Al.
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COoTIacHo ONHOMY M3 BapWAaHTOB OCYMECTBJIeHMA M30CpeTeHMA,
OCYmMEeCTRIANT INOJMMEPM3aLMD COJepXamero J¢QYHKOMOHANBHYL ITpYyIl-
Iy (H) anxorcHIa MeTaluia, OTBedailmero IpUMBENEHHON Brue QOpMYy-—
ge I umu II, C alKOKCUOOM MeTalljla GopMyJIH:

M{OR?) (II1)
3 koTopod M ofBosmawaeTr Si, Ti, Zr WM 21, R? oBozHayaeT op-
TAaHMUECKYD, NPEeVMYTIeCTBEHHO AaJIKMIbHYH TPYIITY M W PAaBHO 4,
korna M sgmaAercAa Si, Ti wmwm Z4r, MIM I PaBHO 3, xorma M obBo-
3HadaeT Al.

Menonbsyesde B R n R® ajKMIbHEHE IPYNIH OpeuMyNecTBEeHHO
cofjepxar oT 1 Oo 12 aTOMOE yInepoha. MoryT OBITE, B HYaCTHO-
CTHM, MCIONL3I0BaHE TPYNNE MeTMII M 3TWI.

COTrNacHO M300peTeHMn, KOMIJIEKCOODpasvrmana oOplraHMdeckKasn
GYHKLIMA WM QYHKIMM, CcoJepXammecd B OpPTaHWYEeCKOM rpynmne L,
MOTYT OHTE, B YaCTHOCTH, aMMHO—, SOUPHOW, TIUAPOKCUIILHOM,
AMMIHOM, IMPMIOMHOBOM WM OMIMPMIMHOBON TPYIINani.

I'pymns L mMoryT, HanmpyMMmep, OTBeYaT: CIellyionrn dbopMyaMm:

PO
/\/\N NH2 N H

H

//\\//N\O/"_\\OH

//\\J/\\O/’_*\\O//A\w/f\\

T
e TN TNy T N o
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B kavecTBe OpMMepOB, COIepXallMxX OYHEIMOHAJELHHE TPYILIE
AJIKCKCHMIOB MEeTANNOE, NPMIOUHEX JIJA MCHONE3IOBAHMA B crHocofe

M300PeTeHNUA, MOTYT OHTb Ha3BaHH COCOMHEHWS, OTBeuYanmMe Cre—

0612022 N

[ARS)

Oy GopMyiaM:

/\\/\N/—‘\

. N/_—\N/\/A\ ]

(RO} §i/\/\o/——\0H (RO} 3Si © o Si(OR) 3

(RO) 3Si H H NH2

RO) 38 o/—\o/_\OH e O/_\O/_\O/\/\Si(OR) 3
0 O

/\/\N _‘/\/\N/“\NM )
(RO) 3Si H NH2  (RO)3Si H H Si{OR) 3

O O
P N
(RO) 38 IR Si(OR) 3
Et2N

(RO) 3Si O

(RO) 35i
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Si(OR)3

(RC)3Si (RO)3SI
o0 @

B KOTOpPEX R ofo3HauaeT OpTraHuyecKyl, IPeMMymMeCTBEHHO AL~
HYIC TpYOIy, WMeNyw, HanpuMep, OT 1 go 12 aToMOoB yTIJepona, B
YACTHOCTH METHMIBHYER MM 3TUILHYI0 IDYNILY.

B moM crhydae, KODIOa THUMOpPHMIHEE I'eny [OJNydaRT TCJLKO M3
aJIKOKCUIOE KpeMHMuA, CcoIepXammuxX (yHKUMOHAaJbHblE TPYIIE, TeJe-
Basg ceTxa obpasyercs M3 CASIVIONMX OPTaHC-HeOPTaHMueCKMX

BBEHEELB !

_—0 — I M )
L |L
o

B ToM Cjlydae, KODOa THMODMIEEE TejM TONyYarT M3 codepma—
mux M He COoNepXammMx OYHKUMOHAaNbHHE IPYIIH  aJKOKCMIOB MeTall-
0B, OOpa3cPaHMe TejA COOTBeTCTBYeT CIelylIMM CXemaM:

aM (OR?) .+ LM (OR*) {—[IMO,, nMO] wmim

1M (OR?) o+ (R*0} £ MLM (OR") £ —{IM;0,, nMGCr}

B koTopex M, R', R?’, ¢ um m onpemeseHs Beme, n o0O3HAYaET Le—

noe umMcgo or 1 mo 1000, a vy u z ABIAKRTCA YuciaaMm oT 1 mo 4.
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B pesynbTaTe oGpazyeTcda THUOPMIHEN TIeJb OKCHMIA MeTajja
M, B KOTOPHM B MOpollecce ©OpPas3CBaHWUA TBEPHOM DeneBoil Qase C
MOMOMbI KOBAJEHTHOM CBA3M MHTEIPMPOBAHH OpTaHMUeckMe MOJeRy-—
Jel L, oGiafalmMe SKCTpalMpyYROIMMM CBOMCTBAMMA.

Taxolt crnoco® IMPUIOTOBIEHMA IUOPUIOHOTO Teld OTIMYaeTCHA
OT TPaOMUMOHHHX TMPUMBMBOYHHX CHNOCOBOE TeM, UYTO MMHepallkHED]
HOCHUTeNE, T.e. Tejk, 00pa3yeTCA OINHCOBPEMEHHO C MHTEeIDUpOBa-
HMeM B MaTepualJl OpraHMYeCKMX 3BeHbeB. Braromaps 3TOMY, MOXHO
TOYHO pPeTyJAMPOBATL CTEXMOMETPMIO M MOJIERYJIAPHYER CTRPYKTYPRY
TBEepOOr'e BemecTBa. Braromapsa >ToMy Taxke MOXHO, HoIfMpas co-
CTEETCTEYDIMM OOpascM OpPIaHMYeCcKyln Tpynny L M MMHepalkHEH
CKeJleT, BaApbLMPOBATE HEeKOTOPHE CBOMCTEA NnoJy4yaeMoro TellA,
HaOpuUMep, CeJeKTHMBHOCTE B OTHOMEHMM DKRCTPAIMPYEeMHX XMMUue-
CKMX DJEMEHTOB, TaKMX KaK AaKTHMHMOH, M TpexmepHym MOJIeKyIap—
HYR CTPYKTYRY MaTepualla.

B xavyecTeBe IDMMEPOE COOTBETCTBYKIMX N30O0peTeHM Tubpui-
HHX KpeMHMEeBHX TI'elJleld MOXHO HasBaTk I'eJiM, OTBeudaplie Clelyn-

muM GopMyIIaM:

NN ; =
01_555 ﬁ/_\NHZ .HS!OQ cn 2.5 nnu 10

/\\/\N/—\N/_"\NH S0y ¢ n=2,4,5,6 nau 10
H H

01 55i 2

/\/\E/_\n/\/\& .n Si0y ¢ n=0, 5 wx 10

01 5Si 01.5

/\/\0/_——\0}_! . nSi03 c¢n=0, 5 unu 10

01 55i

N\O/_\OROH .nSi0z.  ¢n=0,5 unu 10

01,550

N TN ~a T ST , nSiO cn=0,5 unu 10
O (0] 2

01,580 Si0q 5
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Q4 55
o]
J\ . nSiCy ¢ n=0-5
01,551/\/\ N NHy
[n]
NJ\N/\/\ ,nSi02 ¢n=0-5
01‘551 H H S|O'|'5
Eip
o
) l'lSiOz ¢ n= (-5
01'5Si o)
EtoN
0 0
/\/\NJL/“\ + 502 ¢ n=0-5
D1|5Sf NH2
0 0
/\\/\M , nSi0g2 c n=0-5
04 55i H NH3
0 0
PN /[L)I\N/\/\_ . NS0, ¢ n=0-5
01|55i ﬂ H SiO1 5

: s ,nSi02  ¢n=0, 5unu 10
S \
OLSSi \/\5|01.5

N nBi02 € n=05
O ¢ n=0-5

. n5i0;
O1I5Si
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CrnenyeT YTOUHUTE, YTC NpPMBeIeHHHE BHIE bopmyITHL IOJIA Te-
nell u306peTeHMA, a Takxe CIocol KX TOJMYUYeHMA COOTBETCTEYOT
HONHOCTEY KOHIEHCHMPOBaHHOM TpexMepHoW ceTke. OBHEHO CTeNEHE
KOHUIMEeHCAUKMM [OJIYyYaeMeX Defield CcocTaBlaAeT oOT 70 mo ©920%. Ilpwm
ATOM OCTANTCH HEeKOHIOeHCHMPOBAHHEMI HECKOJIBKO IPYIIL OH m OR, a
L8i0;,s B sTOM Cliydae IpeBpalmaercsa B LSi04(OH)y(OR)z, THE 1 =
x <1,5 un 0gy + z <0,5.

B COOTEeTCTEUM C OIHWMM M2 BAPMaHTOB OCYHeCTBJEeHMA M30-
BpeTeHMA, MOXHO TakxKe JOMOJHMTENLHO MHTEIDMPOBATE B CTRYKIY-
py Tenf eme OOHY XMMUUECKYH CTRYKTYRY, o0paz0oBaKHEYIR U3 COOT-
BETCTBYIONETO alIkoKcuIa, HalpuMmep QOpPMyJIE (R30) £ M~X-M(OR’) ¢

(IV), B xoTopoll M M { omnpeleJeHH BHIE, R® oBosHauaeT opra-
HMUeCKyD, NpeUMymeCTBeHHC, AaJKMMLEYO IPYIIY, MMEIHyon, HaIpK-
Mep, oT 1 mo 12 aToMos yrjepena, # X ABIASTCH opradHudecKoR
DpYNNo¥, He ofpa3ynmel KoMIexca C SKCTparypyeMsy SJIEeMEHTOM
VM aJIeMeHTamMy, WTo JeflaeT BO3MOXHEM BapbMpPOBaHKMe MNOPOCTPaH-
CTBEeHHO-OPMEeHTAalMOHHIK CBOMCTE Tens INA [IOJYYeHMSA HOBHX pe-
3YJIETaTOR.

B xauecTBe [pUMepa OpPTaHMUYeCKMX IPYIIl STOPC THUIa MOTYT
BLITH HASBAHH apoMaTHUeCKMe MIM alMQaTUdecKMe TPYIIH, B dacCT-

HOCTHM TakKue, XKOTCpHe OTBedaiT cleovemm dopMyaMm:

: ; ———(CHQ%-—- ; M T.1O.
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C Uerbkd OCYMeCTBIeHMA Cnocoba IOJYyYeHMA TUOPHMIHOIO TIeJlfd
COTJIacHO M306peTeHMiO, Kax IIpaBMiIC, AaNKOKCHIN MeTAajjoB pacT
TBOPARNT B [NOOXOLMmeM pacTBcpuUTerne, TaKOM Kak 3ITAHON M 3aTeM
mo6aBiAnT BOOY XM KakroW-mbo EYKIeOOWIbHEN XaTanmM3aTop, Ha-
npvMep ¢TopMI amMmoHMa. MoryT BLITE TAKXKEe MCIOJAL3ICEAHE OCHOB-
HHE MM KMCIQTHHEe KATalM3aTCpH.

KommuecTBa PAaCTBOPMTENA ODHYHC TaKOBH, UYTO OHM COOTBET—
creyioT 0,5-1 M1 sTaHoNa Ha 1 MMOJIE KPeMHMA, 4 HOJMEECTRO HC-
BaBiIAeMOl BOJN IOKHO COOTBETCTBOBATh IO MeHbmeld Mepe ¢,5
AKBMBalIcHTa BOIOH Ha OIOHY A&JKOKCUIEHY®R TRYIIIY OR™ ¥, BOSMOX-—
HO, OR? m OR®, KOTOpHE MPUCYTCTBYRT B MCMONL3YEMHX aJKOKCHMIAX
MeTAaINoE. B TOM ciydae, KoTrma MeTann M ABJIAeTCA KpeMHMEM,
KOMMYECTBO KaTalMsaTopa oOwuno cocrTasnaeT (1% N0 OTHONEHMK K
KpEMHUIC .

PeaKIMi® MOKHO IPOBCIMTE [IPM KOMHATHOM TeMIepaType M TIe-
peMelMBaHMM, OCTaBJIAA NOCIE 3ITOTC DEaKUMOHHYKR CMeCE IO obpa-
S0BAHMA TeJA ¢ IocHeIVEIMM CcTapeHWeM B TeUeHMEe, HallPpUMMeD,
OOHOM Helel.

YroBr VIIYYIIMTE XapaKTepMCTHMKM TOJIYyHaeMore TakumM Croco-
BOM TeJf, MCXHC IONONHUTEJBHO IIPOBOIOMTE Trejieclpas3cBaHie B
OpMCYTCTBUM 3KCTPATMPYEMOTO XMMMUECKOTO 3JISMeHTa C LeJsR er'o
BKINUEHMA B TeJik B [polecce NPUICTCBIEHMA NOCJeIHero, [ocle
yerc TeJib NOLBEPTASTCH NPOMHEBKE C Lelbl YIAJNeHMA 3TCTC 3Je-
MenTa. Takas opouelypa, Onaromapda 30¢eKTy oTnedaTKa Ha MoJe-
KYJAPHOM CTPYXType MIM TekcType (IOPUCTOCTh, VYHeJbHAA IHO-

BepXHOCThL) rens (spdexT mabioHa) NO3BOJAET YIYUIMTL CEIer-
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THBHOCTE I'eJIA B OTHOMEHMM SKCTDATMPYEMOI'O 3IJIieMeHTa. TakuM
BJIEMEHTOM, B YaCTHOCTHM, MOXeT OHTE MOH MeTanna.

MzobpeTeHMe OTHOCHMTCH TakKKe K COHepXamMM (YHKLUMCHAaNbHHE
TDYIMHOR aJIKOKCHMIaM KpeMHMA, MWCHOONb3YEeMEM I8 ITOJYYUedHMA IuS-

PUIHEX CHJMKarened. 3TM aJKOKCHUIE OTBEYaDT CJedyimmM (opMmy-

Eto
O
(EtO)3Si O

Et2N

M
O
N

Jlam:

(EtO)3Si H

O

(Et0)3Si

(Et0)3Si O

[loyuaeMue mo cnocofy M30CPETEHMS I'ellM MOTYT ONTL BhOE -

2

Z

NeHH B QopMe ToOpoUKa unmm B popMe MemMOpaHE.
ITH renm MOTyT ObITh UCMOJL30BAHBI B MpoLEeCCe IKCTPAKLIMH

MPUCYTCTBYIONMIMX B BOJHBIX PACTBOPAX HOHOB MYTEM BBEACHUA BOAHOTO

18-
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pPacTBCpa B KOHTAKT C rejeM M [OCJHEnyKOerd OTIEeJIEHMA TeJld COo
CBA3AHHEMY 2KCTparMpyeMeMY MWMORaMM. DrCTparMpyeMeldd MOHaMM
MOTYT, Hanpumep, ORTE MOHE &KTMHUIOER M/ JJaHTaHMIos. B ToOM
clydae, KoDDa Tejlb MCIoNE3YeTCA B bopmMe mnopolka

npouecc 3KCTpakUMM COOTBeTCTBYET xpoMaTorpaduueckosl IKCTPakK-

MM M MOXeT NPOBOIOMTECHA B KCJIOHKE, 3ANOJHEeHHOH nopomxoo@paa

HEM T'€JIEeM,

B ToM cryuae, Korna TreJik MCIOOAB3IYETCA B BUIES MeMOPaHE

3KCTPARLME MOKHO [POBOIMTL C JMCHOJE30BaHMeM MeETOIE
MeMOpaHHOTO paszdejleHMsa NyTeM WHMPRYJALMM colepXamerc 3KCTpa-
TMPYEMHE MOHH BOLHOIC PpacTBopa ¢ OIHOM CTOPOHH MeMOpaHb M
cJyXamero OJIS INOBTOPHOM BKCTpakuyMy BOILHOTO pacTBopa C Ipyro#
CTOPOHH MeMODaHH.

Ipyrue XapaKTEPHCTHMKM M OpeMMymecTBa K300peTeHMA CTaHYyT
Sonee HaIDJIATHEMHA npy UYTeHuM IIPUMBeIeHHOT'O HITKe OlUCaHKS
NpuMepocB OCYMeCTEJIeHMA U300peTeHMA CO CCHJUIKAMM Ha IMpWICKEeH-
HEIE PMCYHKM.

ourypa 1 mnpencTaBiseT co®o IpadMx, WLDOCTPUPYOIMM pe-
3YyILTATH, NOJYUEHHEE MNpM SKCTRakKUMM aMEePMUMA M3 BOIOHOI'O pac-
TBEOpPa C MOMCHEK TI'MOPMIHOTO TeNA M3cOpeTerMAa. JTa purypa re-
MOHCTPMPYST 3aBUCMMOCTL KOBOPMiIMeHTa pachnpenenenus Kd amepy-
HMA OT KMCNOTHOCTM COIepXamers aMepuuUMid BONHOTI'O PACTBOPRE.

durypa 2 WINIOCTPUMPYET Pe3YJbTaTH, [OJYYeHHHEe IPY 3KC-
TPaKLUMM TUTYTOHMA C NOMOmeK TI'efld QOMIYPpH 1 ¥ IZeMOHCTDUDYST 3a-
BUCMMOCTE kKO20duUMenTa Kd ©T KMCIOTHOCTM BOIHOI'C pacrsopa.

duIrvYpa 3 WLIRCTEMPYeT Ppes3ylisTaTe, [IOJIYYeHHEe [IpM 32KC-
TpakuMM aMepMinAa, IJIYTOHMA M HeOoIoMMa C MCINONLIoBaHMeM IpyIc-—
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o read mM3obperTedMsA. OHa ITeMOHCTPMPYeT 3IAaBHMCHMMOCTD RODQOMIIM—
egra Kd oT KuMcCJOTHOCTM BOIOHOIC pacTRBROpa.

turypa 4 WINOCTpMpyeT pe3yIbTaTH, [OJNYYeHHHEe [PU 3IKC—
TPaKLUMM aMepULMA C MCIOJE30BAHMEM IPYTOTO Tejif M300peTeHMs.
OHa IOEeMOHCTPHMPYeT 3aBMCHMMOCTL KozdduumernTa Kd OT KOHUSHTIPa~
MM a390THOM KMCJOTH (B MOJSL) .

IipMBefeHHHE EWXE [NPUMEDPH MWIIOCTPUPYRT CHMHTE3 IMOPMIHBEIX
TeJlell HacToAmero M300peTeHMsa M MX IpPVMMeHeHMe NS 3KCTpakKUWM
aMeprlUMA, IUIYTOHWSA M HeoIMMa M3 BOINHEX pacTBOpPOER.

[Ipuio®enHas Tabimuua 1 MIIRCTPUPYeT AIXOKCHCHMIIAHE, WMen-
mie QYHKUMOHAJNLHEE TPYNNH, MCHOCJAb30BaHHHE B [OpuMepax ¢ & IO
25 OJIA TOPXUICTOBJEHMA TMODPMIOHEIX reyelr usodperendmsa.

TprMaepsl 1-5 MIMOCTPURYRT CHHTes AalKOKCACKUIANO0B, CoXepXar-
mux OYHEKUMOHANbHHE IpPYyNNH (coemmHemMa 2-7 m3 Tabmmus 1) .

[Ipr cuHTeze CcomepRammMX (YHKLUMOHANBHEE I'PYINL AJKROKCHCHIIA=-
HOB BCe oIepalMy IIpOU3BCIATCA B aTMocdepe asoTa ¢ MCHOAB30-
BaHUeM BaKYYMHONM CMCTeMel. PeaKUMM TpOoBOINAT B TpyDkax IIeHKa,
B TPexXTropJol KoJfe MM B IepMeTHM3UPOBAHHOM TPpyOKe C NPMMEHe-—
HMeM MeXaHMUecKoTo MY MaTPHMTHCTC IepeMemMBaHMA. HcIoonn3o0Ba-
HE Be3BOOHHE M MepelHaHHHE pacTBOPHUTENM M KOMMEDUEeCKMe peak-
Tmmee (Aldrich, Across m Gelest).

VHppakpacCHHe (MK) CIeKTph OEIM 3apeTMCTRPHUPCBaHE  Ha
cnexTpoMeTpe PERKIN-ELMER 1000 ¢ dypbe-mpeoOpasoBaTenen,
coexTpus SAMP 'H 1 '°C ma BRUKER AC 200 u *°Si Ha BRUKER AC 250.

Macc-crnexTpe (MC) 6Grum IONyYeHH Ha annapate JEOL JMS-DX 300.

-20-

2207190 C2

RU



0612022 N

[ARS)

IppMep  1: Tlonyudenue 4-[2 - {TpMPTORCUCWITAN) 2THI | IHPUIMHA

{coemHeHMe 3)

Hirge ITpMBellieéHa Ccxema CHHTe:s3:

'/ \ i \
N _ + 3EtOH + 3NEtg3—— N
— SiCl3 €0 == Si(OEY)3

oC

ocnenoBaTelLHOCTL Onepali

Meonosesopada 500-mn Tpexropnas xousiba, obopyooBaHHas
MeXaHMYECKOY MemaJIkoM M KadejbHOU BOPOHEOW. B xondy noMemanT
250 M mopocTorc sdupa, 3,42 T (0,074 MoJk) 3TaHoIa ¥ /7,5 T

(0,074 mModn) TPMBTHIaMMHA. COLepHMMOe KOJIOH oxjakmawT no O°C

u TOpuBaBIAOT oo wamiam 5,72 T (0,024 wmoms)  4-[2-

(TPMXIIOPCUMIA) aTatlimpravHa (Gelest, 25%—Hel1 pPaAcTBROpD B TOJYO—
ne) . Tocjle 3TOrc TeMmnepaTrypa NOOHUMa&TCA OO KOMHATHCOM M IIPCo-
IOJDRAICT MepeMellBaHue B Tedelue 12 dac.

PeakiMOHHYI0 CMechk rocie 3Toro (MILETPYOT M ylapMBapT Ha
POTOPHOM JMCHapuTese. IPOOyKT BEILEIART neperoHkor (1,98 o, BH-

xom 27%) .

SUBHMUECKME XAPAKTEePUCTHKM COemMHeHMsT 3

Tlocsie MEepercHKM CJelH npuMecedl OOEapYyXMBawnTCsa B CHEKTPe
aqp °C (mpw 26,3 u 14,18 m.m.) u H (MymsTunmer npx 2,70
M.I.). DJeMeHTHEIT aHalM3 Tem He MeHee COOTBETCTByeT TeopaTH—
UeCKOMY pPacyeTy.

T.KMUIl.q,o5=72 C, OeclLBeTHas XMIKOCTEb.
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AMP ‘H (CDCls, & m.zm.): 0,94 (CH,Si, 2H, m); 1,17(CHs, 9H, T);
2,70 (CH;, 2H, wM); 3,76 (OCH;, 6H, xm); 7,1(CH, 2H, =&);
8,45(CH, 2H, =).

aMPp “3c (CcbCls, & m.m.): 11,31(CH.8i); 18,25(CH3); 28,35(CHy);
58,46 (OCH,) 3 123,29(CH); 153,3 (C); 149,63(CH).

P %°si (CDCls, & M.m.): —46,68.

MK (CCle, oM ™*) ¢ Veon aryi=3069; Veac ary1=1600; va.=1081; vs=1390.
MC(EI") (m/e, OTHOCHUTEJIEHAA  MHTEHCHMBHOCTE) @ 268 (60,M") ;
163{77, Si(OEt)s"}; 106 (90, M-Si(CEt)s').

SReMeHTHHIA aHamMs: paccuuradHo Ois CyaHp3OsNSi:  C=57, 96%,

H=8, 60%, N=5,20%; msmepeno:; C=58,07%, H=8,60%, N=6,50%.

Ipmmep 2: lonydgeHue 2~ [2- (TPMETOKCUCHUIIMI ) 3T ] mpitamHa (4)
CxeMa CHMHTesSa Ta Xe, 4YTO B OpuMmepe 1. B cnexrtpax AMP B¢

u 'H He oOHapy®eHO HMKAKUX [pMUMecel.

MoCIenoBaTElLHOCTE ONepaliii

Vicrioyis30BaEa 1-J Tpexropias konda, OOCpRYIOBaHHAasA Mexa—
HMYeCKol MemaIKoi 1 KRANeJbLHOM BOPOHKOM. B Kojidy I[IOMeImainT
13,24 ©» (0,008 MoOJBL) 2-[2- (rpuxnpopcumay) aTUajmMpuIrHa  (Ge-
lest), cycrneHmuposaHHoro B 450 mn zbmpa M 40 MIT TOMRTUIaAMMHE
(0,27 moJibp) . ComepximMoe KOJIOH OXJIaXIarwT IO 0°C M npubaBJIALT
mo KariAM 12,32 r (0,27 MONL) D2TaHosa, pazfaBlieHHOTo 40 M
sdupa. Tocike 3TOIO TeMlIepaTypa IIoOHMMAeTCA IO KOMHaTHOM M
NpOIOIKaT IepeMemMBaHye B TedeHue 12 dac. IIpOoOyKT BHOEJAOT

rneperoHkoi (7,46 r, Buxon 48%}).
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PUSHUYESCKME XapaKTepUMCTUMKM COeIMHeHMs 4

T.xul. ¢,15=90°C, OecuUBeTHas AUIOKOCTE.
AMP H  (CDC1ls,8 m.zm.):1,01(CH,Si,2H,T); 1,12(CH., 9H,T); 2,82
(CH-, 2H,M); 3,73 (CCH.,06H,T); 6,96 (CH,1H,w): 7,07 (CH,1H,n):
7,46 (CHg, 1H, T); 8,41 (CHz, 1H, m).
AMP '°C (CDCls, & M.;.): 10,44 (CH,Si); 18,19(CHjs); 31,38 (CHy);
58, 28 (OCHy) ; 120,75 (CH) : 122,00 (CH) ; 136,16(CH) ;
149,03 (CH), 163,6(C).
aMp ?®si (CDCls, & m.m.): —-45,85.
MK (CCly,eMY)t Vei0=1080; Vsiic=1389; Voog ary1=3068; Voc ana=1592,
1474 m 1434..
MC (ET") (m/e, OTHOCHUTENIbEHAaA  MHTEHCHUBHOCTE) @ 269 (19,M") ;
163(19, Si(CEt)s"); 106 (100, M-Si(OEt);").
JIeMeHTHEIM aHaJM3!: paccuMTado IOns  CisHzs0sNSi: C=57,9¢6%,

H=8, 60%, N=5,20%; msMepexc: C=57,80%, H=8,83%, N=5,20%.

Mpmep 3: [onydenme miammaa N, N -1M (TPM3TOKCHMCHMIIMII-

nporoan ) nponax-1, 3-MKapGoOHOBOK KHUCHOTH (5)

Hike NpuBeleHa CXeMa CHUHTes3a!
Cl Cl

+2 NH2 S(OEly ——>= 2
T o 7

c O
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OUUCTKY HNPOAYKTa OCYWECTBMTL He YHalloCh: OH pasyaraerch
OpM TepeTOHKe M Opy MPONyCKaHMM Hepes KOJIOHKY C KpeMHe 38MOM,
naxe ecyM rocielfHMM 3ammmeH. TeM He MeHee, B CIEKTDE AME DwI-
710 OBHapyXeHO OUYeHb MAaI0o npumecel, Habmonaemoe B 3JIeMEHTHOM
apamM3e OTKJOHEeHMe OT TeopeTHMUeCKOoTO pacueTa MOXeT CuTb oby-

CJIOBJISHC YACTUUHLM IMIOPCIM30M IO MINM BO BpeMA aHalzsa.

floCneORATENILHOCTE OIepalini

WcnoJsibaceara 500-Mn Tpexropnad Konba, oOOopyIoBaHHAA Me-
xauMuecKol MemalIkol, Kalessroy BOPOHXOM M TEepMOMETDPOM. 3a-
rpyxaT 200 Mu ToJayOTa, 24,48 v (0,156 MOJB) aAMMHONPOMMITPV-
sToKCUCKMaaHa #u 16 1 (0,158 wMonb) TpusTWIaMMHa. TeMIeparypy
PeakUMOHHOM CMecy I[IOHWRAlT 0o ~15°C u npnSasnaoT 10 KaIiAM
MaFOHWIIMXIIOPKMI TaKMM ofpaszoM, UTOOH TeMrIepaTypa He TOoAHMMA~
nack Beme - 5°C. locne 3TOTo HC3BOJART TeMliepaType NOORATECA
00 KOMHATHCH M NPOIOIKART epeMemMBaHue B TedeHue 12 wac.

PeaXUMOHHYX CMeCk O(UILTPYRT M TOJNYOJ YyHapMeawT Ha PC-
TopHOM ¥cnapuress. CJelH TOIyosja YIANADT C IOMOMEI BAKYYMHOH

cucremd. llofyuaioTr 28 ¢ mpomykrTa (suxon 70%).

dySHMUECKMe XapaKTOPUMCTUKM coefuHeHust 5

OueHp BS3KAA OpaHXeBas EUIKOCTH
avp M (CDC1s, 8 m.m.):0,61(CH,Si,4H, 7} 1,21{CH; 18%,1); 1,62
(CH., 4H, M) ; 3,13 (CH; B IOJOXSHMM 2,2H,cy; 3,21{NCH,, 4H,xB];

3,78 (0CH,,12H,xe); 7,26 (NH).
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AMP °C (CDCls, & M.;.): 7,43(CH:5i); 18,19 (OCHCHs); 22, 69 (CHp-

CH.CH); 42,01(CH,NH); 42,61 (CH, B nomoxeduu 2); 58,47 (OCH,);
167,48 (C{0Q)}.
AMP “°si(CDC1ls, & M.m.): —-46,57.

VMK (CCly, M) 1Vaio=1081; Vsi-c=1390; vg(0;=1665.

MC(ET*) (m/e, oTHOCHMTENbHas MHTEHCUMBHOCTE): 510(0,88,M%);
163(100, Si(OEt)s:"); 465 (8,36, M-Et0').

JJIeMeHTHEIT  aHaJv3: paccumMTaHo a8 Cp Hys0sN.81,:C=49, 48%,

H=8,90%, N=5,50%; usamepeHo: C=47,87%, H=8,91%, N=5,53%.

lpimep 4: Nonyuexnne qMasMmna N- (TrpusTOoRCHCHIMITIPO~
o) nponal-1, 3-mMraploHOBOM KUCIOTH (6)

Hmxe npuBeneHa cXeMa CHHTe3a:

cl OEt NR2 OFt
. - 6
W PRS0 g ___sems
O O T xomar. Ba 1nn'c-1;c/v

Cramisr 1: cHMHTeS MaJloHaMara 6a

llocnenoBaTeNBEHOCTE OI@pPaLpai

B 1-n1 Tpexropiaywn koiaby, oO0OOpPYIOOBaHHYK KalleJlbHOM BOPOH-
KOM M MeXaHMUecCKol Memankol, zarpyxaonr 500 M alleToHa M 60 T
{0,78 MOJNL) alleTaTa aMMOHMA. 3aTeM NpHbaBRIAOT O kamjaaM 53,2
r (0,35 MoJB) XJOPaHIMAPKHIA MOHOSTHMIIMANOHaTa. Ilocie 3TOoTo

nponoirkapT IIepeMeMBaHMe B TeueHMe 2 uwac. PeakKUMOHHYE CMecChb
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PUNLTOYOT M YIAJNAOT pacTBOPMTENb Ha POTOPHOM MCrIapuTene.

IpoOYKT BHIOENSOT heperoHko# (10 r, BHXOL 22%).

PMSHYECKME XapaKTepPUCTUKM COoeIMHeHMsl 6a
KenTasg AMOKOCTE C T.KuI.; =110°C.
AMP ‘H (CDCls, & M.m.): 1,21{(CHs, 3H, m); 3,24(CH;, 2H, <);
4,12 (OCH;, 2H, xB); 6,5(NH); 7,6(NH).
AP *3C (CDCls, & mM.m.): 13,96(CHs): 41,30(CH;); 61,51 (0CHz);
168,13(C(O)); 168,99(C(0)).
MK (CCls, M) 1 Veioyen.same=1731; Ve(o)am=1684
MC(EI") (m/e, OTHOCUTENBHAS MHTEHCMBHOCTE): 130(30,M");

28(100, CO'); 58(62, "CH,.C(O)NE»), 115 (7, M-NH, ).

Crammust 2: cuHTes maMmia N- (TPUSTOKCHUCHIMINPOIM) nponax-1,3-
IMKAPBOHOBOM KMCNOTH &

NNoCneRCEATONLHOGTE Ollepalmit

B TepMeTH3IUpYyeMyK TPYDKY, OOODYHNOBAHHYH MaTHMTHEM Iepe-
MemMBaHMeM, 3arpyXaieT 1,32 r© (0,01 Momem) MajioHamaTa ©a U
2,5 o (0,01 wmoab) aMMHOIPOIMITPUITOKCHCHMNAHA. I[loclne BDTOrO
CO3ZHaAKNT BaKyyM, IepPMeTH3MPYRT TpYOKY KM HAIpPeBanT ee Ipu TeM-—
nepaType or 100 mo 150°C B TeveHue 12 dYac. YiammoT oOpaso-
BABIICICA DTaHOJ IYTeM MCIapeHMA C UCIOJIb30BaHMeM BaKyyMHON

CHMCTEMERL.

PMBUYECKME XAPAKTePUCTHMKKU COSIMHEHUsT 6

O4YeH: EBARKaA OpaHReBaA EMIKCCTE.
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AMP 'H (CDCls, & M.n.): 0,59 (CH;Si, 2H, m); 1,17(CHs, SH, t);
1,55 (CH:CH,CH:, 2H, M); 3,14(CH; B nomnoxenumu 2, 2H,c);
3,18 (NHCHz;, 2H, M); 3,77 (OCH;, 6H, xB).

sMP c(mMco df, 8 M.;m.):6,82(CH;8i); 17,80 (CH;3) ;
22,09 (CH,CH:CH:) ; 41,38 (CH;NH); 42,81(CH, B nonoxeHum 2);
57,84 (0CHz); 167,28{C(0)), 169,91(C(0)).

SMP *°Si (CDCla, & m.m;.): -45,74.

MK (CCLlg,eM ™)t veig=1080; Ve ¢=1390; vie=1669.

MC(EI") (m/e, OTHOCHMTeNbHaA MHTEHCMBHOCTL): 307(0,4,M%);
163(100, Si(OEt)a™); 261 (20, ﬁTEtO+).

ONeMeHTHEM AaHalIM3: PpaccuMTaHo nnA  CioHzsOsN:Si: C=47,04%,

H=8,55%, N=9,14%; usMmepeHo: C=47,0%, H=8,78%, N=9,29%.

Opmmep 5: Ilonywemme miamupa N, N,N'N'-rerpasTMin-2- (Ipo-
IMJITPMOTOKCHUCWITNI ) Tpoltal~1 , 3-mrkapbonopoi KucnoTH (7)

Huxe npuBeIeHa CXeMa CHHTe3a:

NEt NEt
Cl Cl NE2 NEt2 z\lr\n/ 2 2
+2HNER+2NER ___, s, HSWOED
TORYCIN > G O P
o) -5C TI‘;A WOSTC
7a e 70

Bce npoMeXyTOUWHEIE NPOOYKTH MODIJIM OHTL OUMIMEHH JIMOO IIe-
percHkoM (7a), JmMO0 NpONyCcKaHMeM uYepes KOJIOHKY C KpEeMHe3eMOM
(7b) . KoHeuHrli NpOoAyKT 7 ouMmamM (yIansas KaTalM3aTop) IOepe-

TOHKOM.
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Cramsz 1: Cumres mamna N,N, NN -TerpasTHUanponan-1,3-
IMKapBoHOBOM kMcnoTH (7a)

[loCnefOBATEeNLHOCTE Oepalpmi

B 500-Mn TpexXTopnyl KoJOY, OCCRPYINCEaHHYK XalellbHOW Bo-
POHKOM ¥ MeXaHM4YeCKOM MemaJikoM, 3arpyxaoTr 53 r (0,72 Monb)
moMoTHIaMMHa M 200 Mn Tosayorna. [[OHWRKAKT TeMnepaTypy Ao -15°C
M OpuBaBswT o xamgav 50 ¢ (0,35 MONs) MAJOHMNIMRIIOPMUIA U
NepeMemMBaKwT pPEeaKUMOHHY CMeCh B TedexHue 2 4ac. Ilocie zTOTrC
CcMech QUILTPYIOT M YIANANT TOMAYyOJ C MNOMOMBK DOTOPHOTO MCIapk-
TeJId ¥ BaTeM BaKyyMHOM cHMcTeMe, IuaMMI 7a BHOSIANT NeperOoH—

KoM, noaydas 19,6 T rnpoOykKra ¢ BEXOOOM 20%.

dUBMYECKME XapaKTepPUCTMKY COQIMHeHMs 7a

Baskas KejTasd XMOKOCTE. T.KMI.g, 05 =110°C.
sMp *H (CDClis, & m.m.): 1,14(CHs, 12H, m); 3,43(CHz, 2H, C):
3,38 (NCHz, B8H, M)
aMp '*c (CDCls, & wm.m.): 12,70 wm 13,98 (NCH,CHs), 40,06 nu
42,43 (NCH,), 40,44(CHy;), 166,19(C{0)}.
MK (CCly,cM™t): veyy=1636.
MC (EI™) (m/e, OTHOCHTEJIEHAA  MHTSHCHMBHOCTE) © 214(10,M%) ;
215(20, M+1%); 72 (100, NEt,); 142(20, M-NEt;').

Cramis 2: Cuures mammna N,N,N'N'-rerpasTmI-Z-mponeH-1-
unnponan-1, 3-mrap®oHoBOK KUCAOTH (7bh)

HocneNoBaTeNLHOCTE OlNepali

B 500~ma 7Tpexropiyn Konby, OOOPYLOCBAHHYK IOBYMA Kalellb-—

HEMKM BOPOHKAMM, TepMOMEeTpOM WK MA&THMTHCHM MeMaNKCcH, 3alpyXalT
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250 mn TeTparmrpodypara (TT®) x 11,26 r© (0,0526 mMoab) muamm-
na 7a. OXJaXnmalT CcMeCh Io -80°C M nOBABJIANT OIOHOBpeMeHHO 33
i OyTwmMTHa (1,6 M, 0,053 mone) # 6,5 T (0,0537 Monp) &po-
MMCTOTO aJUlila, pastaBrnenHore 27 Mn TI'¢. TemmepaTypa IpU A0-
fapleuny He OOIRHa NOOHMMATLCA Beme -50°C. Iocne moBapieHus
meMIlepaTypa NOOHMMaeTCHA IO KOMHaTHOW 11 INPOICIIKAT IepeMemy-
BaHMe B TeudeHMe 3 dac.

TIO VEAIMOT C [NOMONBKD POTOPHOIO MCHOapurens. OCTaBRUyRCA
KUIKOCTE HNCORTOPHO PACTEODSOT B XJOPUCTOM MeTKIieHe, [PCMBIBAKT
BOIOM, CymWaT Hal CcyJbdaTcM MaTrHMA M BHOBE YINAPMBAaT C IIOMO-—
WEX POTOPHOTO WCHAPUTENA ¥ BaKyyMHOM CHMCTEeMH. OWUMCTKY OCYIe-
CTEJAIT Ha KOJOHKe ¢ KpeMHe3eMOM, MWMCHOONE3YA B KaueCTBEe 3JH0-

juTa oTMianerart (Rg=0,55). Hojy4anT 8 I coermuHeHMA Tb (BHXOT

60%) .
dMSHMUECKMe XapaKTepMCTHKM COeIMHeHMS 7b
BaAzkad XeJlTad XMIKOCTD.
aMp °H (cDCls, & mM.m.): 1,13(CHg, 12H, T); 2,64(CHs, 2H, T);

3,35(NCH., 8H, ™m); 3,63 (CH, 1H, m); 5,06(CH=CHp, 2H, mM);
5,86 (CH=CH,, 1H, M).

SMP *3C (CDCls, & m.m.): 12,63 m 14,00(CHs); 33,86 (CH,CH=CH,) ;
40,22 wm 41,42 (NCH»); 49,57 (CH); 116,28 (CH=CH}; 136,10
(CH=CH,); 168,15(C(0)}.

MK (CCls,cM T) i Veoioy=1633.

MC (ETY) (m/e, oOTHOCMTeNnbHAA WHTEHCUBHOCTB): 255(15,M");

72 (100, NEt, ); 182 (10, M-NEt.").
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SNeMeHTHE  aHallns3: paccunmrTalo I8 Cy¢Hze0:Nz: C=66,11%,

H=10,30%, N=11,0,1%; m3MepeHO: C=65,80%, H=10,14%, N=10,88%.

Cramisa 3: CuHTesR I[UamMMIa N,N,N'N'-reTpasTHI-2 - (IPOIIAIE -
Tpnawoxcmcunmn)nponaﬂ-l,B—nHKapGOHoaoﬁ KucnnoTe {(7)

B repMeTM3IMpyeMy®D TPYyOKY C HaMalHMY&HHEM OpYCKOM 3Sarpy-
wapT 5,84 1 (0,023 MOJB) coeIMHerusa 7b, 4,71 v (0,0287
MOJE) TpM3TOKCUCHIada M 92 Mr 10, 7$-HOoTO pacTmEopa Pt (0,2% =B
pacueTe Ha Iuammn) . Co3malT BaKYYM, TepMEeTH3UPYDT TPYOKRY U

HarpeBawT ee Opy 120°C B TedeHMe 5 dac M saTeM B TeUSHME HO-

uy rpu 70°C. IpoOyKT BHHOEJADT HeperoHKOM.

dusyeckme XapaKTepUCTHKKY COeIMHEeHW: 7

BAsKafg WeNTad XMOKOCTb C T.KMIl.g,0:=140°C
AMP ‘E (CDCls, & m.zx.): 0,64(CH,S8i, 2H, 7); 1,06(CHy, 21H, m);
1,40 (CH;CH:CHz, 2H, ™}/ 1,84 (CHCHz, 2H, xB); 3,37(NCH:, B8H,
xB); 3,45(CH, 2H, T); 3,72(0CHz, 6H, KEB).
sMP '*C (CDCls, & m.m.): 10,31(CHpSi); 12,61 m 13,99 (NCH,CHa);
18, 20 (OCH:CH;s) ; 21,71 (CH,CH,CH) ; 32,73 (CHCH;); 40,25 mun 41,4
(NCH,); 50,22 (CH), 58,23(0CH:); 168,59(C{0)).
AMP %°si (CDCla, & m.nm.): -45,22.
MK (CCly, oM )i Veio=1081; vcio)=1630.
MC(ﬁI*) (m/e, OTHOCKHTENLHAS MHTEHCHUBHOCTE) @ 419 (40,M") ;
163(40, Si(oEt)s7); 72 (73,NEt ,7); 346(25,M-Et0").
IIeMeHTHEM aHalMs: pPaCcCuMTaHe A CuoHas05N251: C=57,328%,

H=10,11%, N=6,69%; msmepero: C=57,46%, H=9,98%, N=6,77%.
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ClenynmMe najee HOpuMepH C © Mo 25 MIUIOCTPMPYIT CHHTE3
TUGPHUOHEX CUIMKAarellell B COOTBeTCTBMM C K300peTeHMeM. VX CWH-
TesdpyT C [OMOMEKR IUIPOIM3a M KaTamuTMueckon (NH.F) [omm-
KOHIOEHCAUMM CcolepRammMx QyHKRUMOHAJIBHHE TPYINE ANKOKCUCUIIZHOB
M3 TabSIMLUE 1, BOSMCKHO C TeTpa®ToKcucmiaHoM 51 (CEt)..

Hirke I[IpliBelleHAa CXeMa CHUHTE3a!

RSi(OE‘t)g+nSi(OE't);a,_ETaH_> RSiO1,5.nS102

Hzo
WH4F 0.4

rae n parHO oT 0 mo 5.

Bo Beex OpuMepax B KadecTBe pPacTBOpUTEeNA MCIOJB3YIT
STAaHOJ, IOJIA TMIPOJM3a MCHONE3YKT BCIY M B XKadecCTBe KaTall3a-
Topa MCHNONE3YyRT NH;F B CAelyREMX XKOIMUECTBaX!:

- B3TadHos: 1 MI Ha 1 MMOJIB KPeMHMA;

- Boma: 0,5 »XBUBAJEHTa HA OIOHY B2TOXCHIDYIIY;

- NHsF: 0,1 MoJ.% B pacueTe Ha KPEeMHEWH .

IaHHHEe OTHOCHUTENEHO Tesiel M MCHOJNb30BAHHEKX IS UX [OpK-
TOTOBJIEHVA AJIKOKCUCWUIIAHOB [PMBeNeHH B IPMJIOKSHHOM TadiMie 2.

PeaxkUMio NOPOBONAT I[IpM KOMHATHOM TeMIepaType B TpyOxe
Tnexka, O0OPYICOBAHHOM MATUHMTHEM TMepeMelMEBaHreM. BoOy XM KaTa—
IM3aTop HoBaBJIAnT B [IOCHenHOR ouepenbk. CMeCk OCTAaBIAONT IO
ofpa30oBaKEMaA Telsd, KOTOpoMy MHakT EBH3PEeTE 3aTeM B TedusEMe He-
memv. Buspesmuii rens nanee ofpafaTHBaRT cregyomyM oOpasoM.
M3 Tend yoajanT 3TaHo) npu HarpeBanmy (70°C) B BakyyMe B Te-
yeure 12 u"ac. [loflyueHHEN TBepIHl MaTeprall M3MeNbYalT M IIpo-—
MEIBART 3dupoM. 36Mp ynansoT IpM HalpeBaHyM B BaKyyMe M MaTe-

PHan BHOBE MEIM2JEUAaDT.
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In1Aa onpedelfleHUA OU3UYeCKMX XapaKTepHMCTMK Trensa Ceuv 3a-
pPeTUCTPHPOBaHE MHOpaKpacHEE CHEKTDE Ha CIeKTpOMeTpe PERKIN-
ELMER 1000, crnexrpH fAMP TBepIHX HNPOOYKTOB *c u *°Si ma BRU-
KER ETAM 300. AgcopbuMCHHO-IeCOPOUMOHHHE KPHUBHE IO a30TY IJIA
pacuera 1o Merony BET u BJH Orlmt IONYYEHH Ha anmnapaTe Micro-

metrics 2375.

IpuMep 6: I[onyyerMe IMOPUIOHOIO CUMITMKAaTeNs ga

Vcoonb30Bads caelylmre KoJIMYeCTBA PeaKTHUBOR!

8,3 r ankokcHMcuIaHa 1 uz Tabmaus 1 B BMAe 50%-HOTOC pac-—
TBOpa B MeTaHoje (15,7 MMOAL) ;

10,5 M1 MeTasnomna;

407 Mr BoIE (22,6 MMOJB);

16 pn 1 M NH,F (16 pumomns) .

Mo MCcTeueHMe Tpex HeIeNk OJIYHAT HeNpospadHili OeJbld
relk. Ero ofpabaTuHBalwT Kak ONMCaHO BHmME, Ooayvas 2,11 r npo-

oyKTa,

PUBHMUECKMEe XapaKTepuMCcTHMKM renss 8a
BeJEli NOPCIOK

WK (KBrY, oM7) Vgi-c=1025; vor=3359; veg=1664; wy=1560 u 1602;

Vas=2939.

SMP -°C ¢ CP-MAS(§ m.m.)}: 10,51(CHpSi); 23,93 (CH.CH;CH, u oc-
rarouHslt OCH,CHs); 42, 60 (CHpNH); 50,00(0CH; MeTOKCHTPYILI,
OBMeHMBAROMXCA ¢ DSTOKcHMIpynnams); 60,47 (ocrarounstr OCH:) ;

160,92 (C(QO)).
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P 2951 ¢ CP-MAS (5 M.m.): -58,95 (T%), -66,54(T%), THT®,

B.E.T.: S~1 /T

SreMeHTHLHI aHamM3: paccunTado IOIA  CeHgN:0, 551 C=31, 36%,
E=5,92%, N=18,29%; 0=26,11%, §i=18,33% nOpM I[OJHO¥ KOHIEeHCa-
LMW ; naMepeHo ! Cq,11H10, 22N1,603,3951, C=29,84%, H=6, 66%,

N=13, 64%, 0=32,86%, Si=17%.

Mpymep 7: HonydeHue rMSpunHOTO cHaukarens 8b

McrnokR0BaHE CJeIyRmyMe KOoJAMYeCTBa PEeaKTHBOB:

9,68 T anxoxcmemrnana 1 B Buhe D0%-HOrO pacTBOpa B MeTa-
Home (18,3 wmoim); 7,66 ¢ 3i(OEt}. (36,8 MMGCJIE ) ;

55 M MeTaHONa;

1,81 r pomu (0,101 modB);

55 w1 M NH,F (55 pmMoms) .

HenpospauHent Oefklf Teje [IOAYYEH O MCTedeHMe BpeMedrd

Mexee 12 uyac, [ocae oOpaboTKM IIOJIYYEHO 5,4 TIpOOYKTA.

PusMUeCKMe XapakTepucTuku rens 8b
Besnull IORCICK

MK (KBY, cM 1) i Veio=1070; vop=3372; Vo=1666; ws=1557 m 1602;
VC—H=2949'
aMp 13C ¢ CP-MAS (8 m.m.): 9,94 (CH:Si); 24,40 (CH,CH,CHp); 18,85

{ccTaTounsdt OCH,CHs) ; 44,13 (CHpNH) ; 51,96 (OCH; MeTOKCHMTPYIIL,

OSMEHVBAIOMUXCA C =SToKcHUTpynmamm); 61,62 (ocrarounsit OCHz);

162,3 (C(O)).
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AMP *°Si c CP-MAS (8 m.m.): -51,2(TY), -58,5(T%), -66,2(T°),
~92,3(¢%), -102,1(Q%, -109,8(Q"), T®»T*>T', Q>0*>>Q°.

B.E.T.: S~6 M/mD

DaeMeHTHEDT aHaJInU3 ; Cy,33H3No,6702,1751: C=17,57%, H=3,32%,
N=1C,25%; 0=38,05%, S1=30,82% npM HOCJHOM KOHIEHCauMKk; M3Me-
PeHOo! Ci1,29Hs,03No, 5502, 9051, C=15,26%, H=3, 89%, N=7,61%,

0=45,54%, 5i=27,60%.

Ipymep B: Monyuemme rubpumHoro cunukarens Bc
HcnonesoBade CAeIVOOME XKONMMUECTBd PEAKTUBOB:
5,75 1 anxokcucunaHa 1 B Bume 50%-HOD'O pacTBOpa B MeTaHOIe
(10,87 mMonE) ;
11,24 o Si(OEL),{54,04 mmMoiB);
62 M MeTaHON&A;
2,47 1 moou (0,137 MoOILb);
66 un 1 M NH.F (55 pmourn)
Henpospaddell CeJikli Tenb NOIy4YeH [0 MCTedeHNe BpeMeHM

MeHee 12 yac. Ilocye obpaboTrm MNOJIYUeHO 5,4 I NPOOYKTa.

dUANUECKMe XapaKTepMCcTHKK rens 8c

BeJltit MIOPOHOK
UK (KBr,cM ') : Vsi-0=1075; vo=3402; Vex=1660; wWe=1557 u 1602;
Ve-y=2949,
aMP 2°si ¢ CP-MAS (8 M.m.): -57,2(T%), -66,3(T%), -93,4(0%,

-102,8(0%, -109,8(0Y), T®>T?, Q°>Q>>Q°.
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B.E.T.: S~454 M°/1, obmmi oBweM HOp Vi,=0,3768 cM’ /T yOelbHas

NOBESPXHOCTE MUKPCIOP Sy = 16 M°/T, CcpelHui OMaMeTp NOP On=33

@

A.

SeMeHTHEI aHalM3: paccuMTaHo M4 Ca,sH1,8No,¢02,581: C=11,29%,
H=2,13%, N=6,58%; 0=47,0%, 8$i=33,00% mpwu TOJHOM KOHIEHCAaLWN;
VBMEepeHO ! Co, 95Hs, 719No, 290z,1351 C=13,47%, H=8,09%, N=1,83%,

0=40,31%, S5i=33, 30%.

Ipumep 9: Nonydenue MOGpPUIOHOTO cuaMrarens %a
Vcrnojie30BaHe clenyumue KOIWYUeCTBa PEaKTUBOB:
8,35 T anKOKCHMCHMIaHa 2 B BuIe 60%-HoTC PaACTEOpa B MeTaHoJe
{11, 36 MMOIBR);
2,3 MJI 2TaHQJa;
613 Mr BOOH (34 UMOJEL);
23 w1 1 M NH,F (23 pmMoJsie) -
HenpospadHell Oelsdl Iellk [OJIYyYeH MO HCTedeHMe BpeMeHM

Mexee 12 uac. Iocsie obpabdoTkKy IIONYYeHO 2,77 I IIPOOYKTA.

ousMYecKMe XapaKTepMCTHKKM reins 9a

Benwl DOpOmOoK
WK (KBr, cM ™) 1Vsi-0=1070; Vo-a=3401; Vo=1654; wWe=1570; ve.y=2949.
aMp 3¢ ¢ CP-MAS(S wM.m.): 10,01(CHzSi); 24,39 (CH.CH,CHp);
17,62 (ocraToummmt OCH»CH3); 42,57 (CHNH); 58,07 (OCHCH:) /
159,68 (C{0}).

aup 2°Si c CP-MAS (& m.m.): -61,9(T%), -66,91(T%), T°>T%.
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SjeMeHTHEIM aHanus: CH.:N;0.8i,: C=34,13%, H=5,73%, N=11,37%;
0=25%,98%, 8i=22,80% n0pMu T[IOJHOM KOHIOSHCAUMI; MEMEPEHO !
Cp,22H10,05N1,7305,86512, C=34,08%, H=6,91%, N=8,33%, 0=31,26%,

$i=19,40%.

IpiMep 10: HNonyueHue IMOSPMOHOrC CMIukarens 9b

McHoJIb30BaHH Clelyille KOJMYeCTBa PeaKTHMBOB:

7,00 T ankokcucwuiaHa 2 B BMIe 60%-HOTO PacTBOPA B 3Ta-
HoJyie (9,52 mMONL) ;

9,9 r Si(0Et), (47,60 mMmomNb);

63 MJI B3T3HOIA;

2,23 Mr Booe (0,124 mMoOXE) ;

67 pn I M NH.F (60 uModn) .

Henpospauuent Oesil I'ellb HOOJydeH IO MOTedaHMe BpeMeHH

MeHee 12 uac. llocne obpaborTkM HolydeHe 5,55 r mponoykrTa.

PHUBUUSCKMEe XapaKTepuMcTHKM rens 9b

Benull nopomox
MK (KBr, cM™Y) 1ve: =1075; von=3429; vo=1654; w=1570; Vep=2982.
SneMeHTHEIL AHATMS : C1,eHz, eNg, 205515 C=11,259%, H=2,13%,
N=6, 58%; 0=47,00%, S51=33% [OpM [HOJHOW KOHIeHCallMM; MIMepeHO:
Ci,e5H12,54N0,5804,2551,, C=13,47%, H=8,09%, N=4,83%, 0=40,31%,

5i=33,30%.

Oprep 11: Honyvermne rubpuOHOC cMIMKarens 10a

Vicriosib:3CcBaHH ClHeOylmMe KOJIUMYUeCTBE PeaxXTHMBOB:
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1,24 r ajgxoxcucmuiadHa 3 (4,61 MMOIE } ;
3,85 ¢ Si(0Et), (18,51 mmoas);
23 MJI BTAHONA;
0,78 v mBomm (43,33 MMOJB);
23 w1 1 M NH,F (74 pmois) .
HenpospayHell Oefell Tefds IICJIYHEeH [0 MCTedeHue 24-36 uac.

Ilocne ofpaborTky Inodydeno 2,06 I mpcayKra.

PuBMYeCKKMe XapaKTepucTuxu renst 10a
Benei IOPOIMCK
MK(KBr,CMﬂ):VSy@=1068; Vo-r=3420; Voo ansy=1613.
sMP *3C ¢ CP-MAS(8 m.;m.): 17,2{CHi), 28,8(CH;~Ph), 57,3 (OCH:):;
123, 6 (CHapun) 7 148, 7 (CHapun!) 7 155, 3 (Capun) -
AMP %°Si ¢ CB-MAS (8 m.m.): -66,8(T%), -102,1(Q%, -110,3(Q%).

B.E.T.:; S=406 M°/T.

[Iprmep 12: JlonyueHre TUOPMIOHOIO CHIMKAI'eNs 1lla
MCIONE230BAHN ClIeyllMe KOJNMYECTBa DPEaKTHBCB.

3,98 r ajgxkoxcucuiaxa 4 (14,90 mMonb);

12,26 T Si(QEt)s (59,50 mmMome};

74 My 3TaHoOna;

2,55 r Bomw (0,142 wmMOIB)

74 pnm 1 M NH.F (74 HMOTEB) .
Henmpospaukens OeNkll Peflb HOJYy4YeH T0 MCTedYeHUES 24-36 uac,

Hocye ofpaloTKM nonaydeHo 5,27 T npoayxTa.
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dUBUMYECKMe XaPaKTepUCTHMKM Tens lla
Belsli DOPOMOK

VMK (KBr, cM 1) 1Vs1-0=1072; WVox=3401; vec=2982; Voo g.—1602, 1573,

1482, 1442,
s B¢ ¢ CP-MAS(§ wm.m.): 14,4(CHp,$i), 17,4(CHs), 30,8
(CH;CH,S1) ; 59,0 (OCHz) , 121, 7 (2CHapun) 7 136, 5 (CHapun) «

147, 7{CHapun) » 183, 4 (Capua) -
aMP 2%Si ¢ CP-MAS (8 M.m.): -61,9(T?), =—66,8(T"), -102,0(Q%);
-110,1 (Q%.

B.E.T.: S$S=355 w’/r.

Opumep 13: lonyuenne IMOPMIHOTC CHMIMKAI'@NS 12a
Mcnorne30BaHH Cclledynmye KONMYeCTBAa PearkTUBOB:
3,4 17 ankokcyucunaHa 5 (6,67 MMOINB)
16 I 3Ta”ona;
432 Mr BoIu (20 MMOJB);
le pnr 1 M NHsF (16 umoJe) .
Henpo3apauHilt CeJIeM IeXk HOJIYyYeH I10 MCTedeHMe 12 uac.
Tens obpabaTEBaeTCHd Kak OOMcaHo Beme. I[lonydeHo 2,50 T 1po-

IYKTAa.

PUBUYSCKME XAPAKTEPUMCTHMKM Tens l12a
BeJyept nopomox

WK (KBT, CM™Y) 1 Vai—o=1044; ver=3447; ver=1654; wa=1541; we=2936.
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sMP ¥C ¢ CP-MAS(® wM.m.): 10,53(CH.Si); 18,49 (ocTaTouHue

OCHCHa) , 23,16 (CH2CHpCHz) ; 43,33 (CH;NH); 58,70 (oCcTaTOYHEE

OCHpCHs) 7 170, 40(C{0)).

SAMP 2°Si ¢ CP-MAS (8 m.m.): ~53,49(T'),-61,08(T%), -67,39(T"),
TI>T7é55Tt,

B.E.T.: 50,1 »°/r.

IyeMedTHEG adayms: CeH eN:0:51,: C=37,48%, H=5,59%, N=9,71%;
0=27,74%, §1i=19,48% 1npM [OJHOM KOHIeHCALMMK; M3MEPEHO
Co gafio,35N: 60565512, C=35,24%, H=6,06%, N=8,18%, 0=33,07%,

5i=17,45%.

[IppmMep 14: IonmydeHue mm6puoHOre cunMrarens 12b

VCIIOJIE30BAHE CJeOylMe KOMMURCTEE PeakKTUBOR!:
3,29 r ankokcucuiaHa 5 (6,65 mmoib) ;

1,38 1 Si(0Et).(6,64 MMONE)
20 My >TanoNa;

581 Mr BOIH (32,3 MMOJB);
20 uyn 1 M NH,F (20 pmons) .

o ucTedeHun ONHONM HermeymM OOpPA30BaHMA Telld BCE eme He
npoucxoauT. Hobasnsior 200 pn 1 M NHF - remb HauMHaeT obpa-
2CBHBATECH Yepes HeCcKOJILKO MuHyT. [Iocile oO0paloTKM MNCJYyYaT
2,27 T OpoOyETa.

duBMUECKMe XapaKTepucTHkn reisi 12b

Ko ITel IIOPOmMOR

VK (KBr, cM ") 1 vei 0=1049; vo.n=3423; Vo=1667; wws=1552; ves=2944.
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MP ¥C ¢ CP-MAS(S m.m.): 10,16(CHpSi); 17,07 (ocTaTouH:ue
OCH:CHs) , 22,66 (CHpCH,CHz) ; 42,14 (CHzNH); 58,28 (ocraTouHHe
OCH:CHs) ; 1€8,25(C(0Q)).

aMP %°Si ¢ CP-MAS (8 M.zm.): -53,60(T),=60,00(T?), -67,39(T%),
~101,8(Q%, -109(Q%;: T>TP>>Ti=0">0".

B.E.T.: S~106 M°/T, ofmi oBveM HOp Vip=0,0955 cm’/r, oTcyrcT-
BME MHKPOIIOPMCTOCTH; CpelHMi IMaMeTp HOP @n=38 A.

3AeMeHTHEN  aHallu3: CeHio, e0N1,23C4, 665121 C=31, 02%, H=4, 63%,
N=8,043%, 0=32,14%, Si=24,18% nOpu [ICJIHCH KOHISHCALMM; WU3IMe-—
peHo: Ce,98H1e,15N1, 2306, 04512, C=31,26%, H=5, 33%; N=6,42%,

0=36,04%, 5i=20,95%.

OpuMep 15: MHonydyenue I'MOPUIOHOTO CHIMKATEINS 12¢
McrnonesoBaHe CJAeOyOmMe XOMUMYEeCTBa PeaKTMBOB!
2,46 T alxokcucuiaHa 5 (4,82 MMOMIEB) ;
2,00 r Si(0Et),; (9,65 mMMOIB)
20 M sTad"ona;
602 Mr BoIH (33,3 MMOJE);
20 pn 1 M NH,F (20 umonsm) .
[lo MCcTeyeHMM OOHOW HeDeslM ©O0pazloBadHMAa I'eNld Bce elle He
mpoucxomiT. JoBaeasor 200 pan 1 M NHF - Tejr HadMHAET
06pasoBHBATLCA UYepe3 HeCKOJbKO MMHYT. Tocne oO0paBoTkM IICJTIy-—

yapTt 2,03 I OpoIyKTa.

dusMUECKMEe XapaKTepuCTHMKM renss lZ2c

HelTHH [IOPOUCK
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MK (KBY, cM 1) 1 Ve1-0=1046; Voy=3309; Vo=1560; w=1560; ve.=2941.

ar ¥c ¢ CP-MAS(§ wm.m.): 10,C01(CH,Si}; 16,97 (ocTaToduHHe
OCHCHs), 22,35 (CHCH,CHz) 42,96 (CH;NH) ; 57,42 (ocTaTo4HHE
OCHgCHs) ; 168,38 (C(0)) .

aMP 2%8i ¢ CP-MAS (8 m.m.): -53,20(T%), -58,00(T%), -65,1(T"),

-100,5(0%), -104,4(Q%, -110,1(0%: T>>T®T', T O*~Q">Q%

IlpmMep 16: NonydyeHre IMOPUMOHOTO CHIMKAT@IS 12d

MCcrnoNb30BaHE ClIeIYKIME KOJIMYeCTBa PEeaKTHMBOB!
2,06 r anxoxkcucmiada 5 (4,04 mmosib)

2,52 r Si{0Et)s (12,1 »mONEL)
24 Mp mTAHOIE;

640 mr Bomu (35,56 wmmMOJIB) ;
24 pn 1 M NH.F (24 pmons) .

IIo McTedyeHMM OOHOM HezelM oO0pa3CcBaHMs TeJlA BCEe eme He
mpoucxomuT. HoGaejsor 200 pi 1 M NHF - resms HaumHaeT oOpa-
SOBHBATECA Uepes HEeCKOJBKO MUHYT.

duBUHeCcKMe XapaKTepucTUKM Iens 12d

HeqaTeid [DOpOmMOX
MK (KBT, cM ") 1Veio=1059; Vo=3423; Voo=1669; W=1558; ves=2941.
smMp P ¢ CP-MAS(S wm.m.): 9,76(CH;Si); 16,91 (ocTaTouHHe
CCHzCHa), 21,86 (CH2CHpCHy} ; 42,44 (CH;NH); 57,34 (ocTaTodHHEe
OCH,CHa); 168,35(C(0)).

AME 2°Si ¢ CP-MAS (& m.m.): -65,8(T%), =100,5(0%, -109(Q%),

"I'3>Q2 FﬁQ4 .
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B.E.T.: S~467 M°/7; ofmmi oBbeM nop Vi=0,4716 cx/T; OTCYTCT-

BME MMEDPOIOPUCTOCTM; CpenHM¥ IuaMeTp Iop o.=40 A.

Ipimep 17: Honywenne ruBpUIHOTO CcuMKarens l2e

MCOONL 30BaEH CJeIVIIYe KOJIMUYECTBa PedaKTHBOB:
2,3 7 ankokcwicunaxna 5 (4,51 MMOJIE ) ;

3,75 0 Si(OEt), (18,04 mmoOJIE)
27 MII 3TaHoJda;

890 Mr Bomd (49,4 MMOIE) ;
20 pm 1 M NHF (20 pmeoine) .

IIo ucTedyeHMe oIHOM HeneliM OCpasCBaHMA Tellsa BCe ele HE
npoucxomur. JIoBaeamsor 200 pn 1 M NHE - Telk HauuHaeT obpa-
SOBHBATECA UYepez HeCKOJBKO MUHYT. llocie oO0palCoTKM HOJIYHEESHO
2,87 1 npoOykKTa.

dMBMUECKMe XapaKTepUCTHKM rens 1lZe

RenTwi ICpOmNOK
UK (KBr, oM 1) 1 Veso=1062; Vou=3401; vor=1668; wes=1558; Vvor=2941.
B.E.T.: S~436 M?/7; oOmat ofbeM Mop Vip=0,4396 cM’/r; ymensHas

NOBEPXHOCTL MUKPONOP S,=8 M°/T; CpelHMI IMaMeTp NOp @n=40 A.

MpmMep 18: lNomyweHMe TUOPUIOHOIO CHUIMKAIens 12f

WCHoNE3CBaHE CIEenyRIMe KOoIM4IeCTBa PeaKTUBOB:
4,1 T ajmxoxcHMcuIaHa 5 (9,6 MMOJL) ;
9,98 p Si(0Et).: (48 mmoNb)
67 My 2TaHomNa;

2,25 v oo (0,125 wMOmIB);
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67 wi 1 M NHF (67 umone) .
lockolbky 0O MKCTedeHMy ONHOM HeOelu oBpaz0QEaHnA Tels

BCe eme He NOPOMCXoOMT, TO HOOaBJIAKLT 270 um 1 M NH.F.

AHATOTHMYUHEM 00pas3oM COYyCTH IBe Heleld LOOaBIAoT ele 700 p 1
M NH,F. B zTOM CIydae I'eJib HauMHaeT oBpPa30BHBATECA Uepe3 He-
crombKO MMHYT. llocie ofpafoTky IoJydalT 3,2 T HNPOIOYKTa.
dusMYeCKMe xapaKTepucTurm rens 12f
KelTel NOpPOMOK

WK (KBr, cM ') 1Vsi-0=1049; voy=3306; Vor=1664; w1543,

aMp 29gi ¢ CP-MAS (8 m.m.): -67,3(T%), -102,3(Q%), -112,7(0%,

B.E.T.: S~282 n3/T; ofmmit oSbem nop Ve,=0,7988 cm’/r; oTcyTcT-

BlMe MMKPOMIOPMCTOCTM; CpelHmil IuaMeTp TI0P 0r=113 A,

SreMeHTHED aHamms: Cg,s7He, 57No,5704,29512:  C=18,36%, H=Z,745%,
N=4,76%, 0=40,76%, S5i=33,39% npu IIOHOWM KOHIOSHCaIMM; H3IMe-
pPeHo!: C2,5:Hs, 260, 5408,37512, C=16,36%, H=3,38%, N=4,08%,

0=46,08%, Si=30,1%.

[prep 19: TonyueHme I'MOPMOHOI'C CHUIMKXaTEeNs 13a
WCOOJE30BAHE Clelylmye KOIMUeCTBa PeakKTUBOB:

740 M aiKoKCHCcHMiasa 6 (2,4 MMONL) ;

2,01 r Si(OEt)s (9,67 MMONE)

12 an 3TaHoJ&;

440 My BOOH (24,4 MMOME);

24 un 1 M NH.F (24 pmoJs) .
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Menee dueMm uepes 14 uwac oOpasyeTcsA NOJNYNPO3PayuHili CBeT-
MO—XeJTHM TIenb. Ero ofpafaTHBaT ONMCAHHHM BmOlE CIOCOOOM.
dMSMYeCKMe XapaKTepucTHkM Tens 13a
KenTHI LHOPOMCK
UK (KBr, CM %) :Vsi-o=1076; voy=3426; Ve=1676; Wa=1560; vey=2983.
sMP “c o cP-MAS(& M.;.): 9,31(CH,S5i); 17,67 (0CTaToOdHHE
OCHpCHs), 22,75 (CH:CHpCHz) ; 42,45 (CH,NH); 59,54 (ocraTouHHe
OCH,CH3) ; 168,48 (C(0)).
saMP 2°Si ¢ CP-MAS (8 m.z.): -58,7(T%), -66,1(T%), -102,9(C°),
-111,3(Q% .
B.E.T.: S=197 M2/T; oOmmMit o6seM Iop Vip=0,2184 cm’/r; oTcyTcT-

BYe MMKDPOIOPMCTOCTK; CpelHM) IMaMeTp HOP On=44 A.

Npyep 20: [onyuenue TMOPMIOHOIO CHMIMKAIeNs 14=

VCHONESOBaHH CIedyKmMe KOIMUeCTBa PeaKTHMBOB!:
2,01 T ankokcHcuigadHa 7 (4,78 MMOJB);

1,98 7 S1{QEt), (9,52 mMoOTE)
14 w1 3TaHoMIAa;

464 w™r Bomu (25,78 MmMonb);
13 pm 1 M NE,F (13 pmorne) .

MeHee ueM uyepes 24 wac ofipasyeTcA MNCIYIPO3PadHE CBeT-—
JOo-XeHATEM Telk. Ero ofpabaTHBAlLT OMMCaHHLM BHOE ClIoccoboM,
nonyvas 1,34 T OponyXTa.

PMSHMUECKME XapaKTepucTuku rejs lda

KelTHll [IOPOmWOK
VK (KBr, CM ™) $Vai0=1078; Vor=3401; Vour=1641; vou=2939 u 2979.
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aMP C ¢ CP-MAS(S wM.z.): 13,58 (NCH.CHs); 18,16 (ocrarouHbe

OCH:CHs), 41,95 (NCH:CHs) 58, 80 (octaTourte CCHCHs) ; 169,09(C(C}) .

aMP 2%Si ¢ CP-MAS (8 mM.n.): -60,9(T%, -65,5(T°), -102,7 (Q%),

~110,3 QY ; O'=Q'>T =T,
B.E.T.: S~2 M°/T.

SeMeHTHREII  aHalns: Ca,57HoNo,5702,551 ¢ C=39, 33%, H=6,36%,
N=6, 55%, 0=28,06%, S5i=19,7% npu ONHOY KOHISHCaluuW; - MaMepe-—
HO: Ca,1gHe,3No, 410,711 , C=31,19%, H=5,7l%, N=4,7%, 0=35,45%,

Si=22,95%.

pmep 21: lonydeHue rubpuaHore cunukarens ldb

VCIIONE30BAHE ClelyomMe KOIMYeCTBa PEAKTHMRBOB:
1,73 » ankokcuMcuiana 7 (4,14 mMmouk);

2,55 0 S1i(QEt), (12,3 MMOHB);
16 mMI »TaHONa;

553 wMr Bomgm (30,7 MMOJL) ;
16 wr 1 M NH.F (16 pumMoJs) .

Meree ueM uepes 24 uyac 0DpasyeTCA NONYNPO3PAYHBM CRET-
NO-®eJITHl Tedb. EDNo oBpabaTHBRADT ONMCAHHHM BuOle CnoCceOOoM,
ooyyyada 1,69 I [IpoIvETa.

duBMUEeCKMe XapaxTepMcTHMkm rens 1db

XenTelM [IOPOMOK
UK {KBr, cM ) 1 vsi0=1078; Voy=3401; vor=1644; vou=2939 u 2980.

aP Y ¢ CP-MAS(8 wm.m.): 13,60(NCH;CHs); 17,87 (ocraTodHse

OCH,CH3) , 41,58 (NCH,CHs) s 59,14 (ocraTourke OCHCHs) ; 168,83(C(0)).

45-

2207190 C2

RU



0612022 N

[ARS)

AMP 2%gi ¢ CP-MAS (8 m.&.): ~58,6(T%), -65,7(T%), -103,4(Q%,
-109,9(0%) ; Q° ~Q'>T 1%,

DJIeMeHTHE  aHAaJIM3!: Cs, sHs,75Ng, 50z,3881 C=34,48%, H=5, 8%,
N=5,74%, 0=31,17%, Si=23,04% npM [CJIHOM KOHIeHCAUMM; MaMe—
PeHO: Ca, 24Hs,37N0,3502, 5251, C=32,42%, H=5, 35%, N=4, 08%,

0=34,75%, S5i=23,40%.

Npymep 22: Tonyuenne IMOGpuIOHOro cunurarens l4c

UCnonp30BaHL CJlellyolIMe KOJMYeCTBd pPeakTMBOB!
2,0 » anxokcucumiaada 7 (4,79 MMOIB) ;

4,03  Si(0Et),s (19,4 MMOHB);
23 M DTaHOJa;

765 wMT BOomDM (44,17 wMOIB) ;
23 pn 1 M NHF (23 pMois) .

MexHee ueM yepes 24 uac obpa3yeTCA IMNCJIYIIPO3PadHENA CBeT-
JO-XenTEM TreNk. Ero cbpafaTHBALT ONMCAHHEM BRme crnocoGoM,
nonydas 2,24 T nOponvkTa.

¢MSMUCCKME XapaxKTepuCcTHKu renss ldc

XKenlTel NOpomOoK

UK (KBT, CM 1) 1Vei-0=1077; Vor=3430; Ve=1646; vex=2939 m 2982,

AMP i ¢ CP-MAS(8 m.nm.): -58,9 (T%), -64,8(T%); -102,1(Q°),

-109,4(Q% ); O%=Q* >T3%T?.
B.E.T.: S~2 M°/D.
DAeMeHTHRDA aHanms: Cz,sHs, aNo, 402,351 C=30,7%, H=4,97%,

N=5,11%, ©=33,59%, Si=25,64% oM OOJNHOV KOHISHCALMM; M3ME -
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PeHO ! C2J5H5£3NbJQOEJQSi, C=25,l7%, H=4,88%, N=3,71%,

0=40,24%, Si=26%, Pt=100 M.Z.

OprmMep 23: MHomyueHne ™uGpunHoTrc nurarens l4d
Vcnons230BaHE Clelynmye KONMUeCTBa PeaKTHBOB!:
0,97 T anxokcucmiada 7 (2,32 MMONbL);
2,41 » Si(OEf): (11,6 MMOINE);
8,5 M sTarHoNa;
500 wMr BODH (27,8 MMOJL) ;
9 wr 1 M NHF (9 umons}.
MeHee uyeMm uepes 24 uac 00pa3yeTCHA OoJynpC3padHEit CBeT-
JO—KEITH TelJik. Ero obOpafaTHBRanT OMIMCAHHEM BBIE CIOCOOOM.
dusHMyeckrMe XapakTepucTHikM Tens 14d
ReJTHIA [IOPOUOR
SMP 2%Si ¢ CP-MAS (8 m.;.): -59(T%), -64,2(T%, -102,6(Q°),
~108,9(0%) 1 Q° ~Q*>>T RT%.
B.E.T.: S~236 MY/T, obmaii oBbem nop Vi, =0,5383 cm’/T; oTCy?-
CTBME MUKPONOPMCTOCTHM; CpelHuil mMaMerp 0P On=91 A,
3ieMeHTHEI  aHamms: Cg,3sHg,sNo,3302,2581: C=27,66%, H=4,48%,
N=4,60%, 0=35,54%, Si=27,75% mnpyu I[OJHOM KOHIEHCALWX; M3Me~
DEHO ! Cz,18H4,77N5,2502,4151, C=25,92%, H=4,75%, N=3,14%,
0=38,18%, Si=27,66%.
B mpmmepax ¢ 6 no 23, Xak 3T0 crenyeT U3 IIPUCYTCTENA
nojjoc T B chekrpax AMP?® SiCP-MAS M3 CXOIOCTBA MeXIy CIEKTpaMu
AMP *°C MOHOMEPOB ¥ MaTepMallos M M3 MHIpaKpacCHEY CHSRTpOB, B

npouecce THIPONIM3a ¥ KOHIeHCalMlM He IIpCcUCXOOIMT pa3prpBa CBA-
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sein Si-C. KpoMe TOTO, OTHOCHTENbHOE OO0OMUIMA AIOep ™ u Q° B
crnexTpax SAMP 2°Si ykasmBaeT Ha He [ONHOCTBH, HO CMIBHO CKOH-
MEeHCUPOBAHHYD CeTKY. K COXaJeHMI, IPpMMeHAeMull CIocof He To-
3BOIAeT OOCTUUL KOMMYEeCTBEHHOM KOHIeHCAlWM MaTepMana. TeM He
MeHee, IOJYKONMUeCTBeHHE pacdeT II03BOJAeT OLeHMTE HIOPAIOK
cTelleHM KOHIeHCAUMM STOKCHMCWIAHOBR paBHHEI 90%.

B YyCNOBMAX B3KCIeprMeHTa IHMOPHMIHHE CHMIMKATEeN, CHHTe3U—
pyeMble M3 MOHOCHMJIMIMPOBAHHEX YPEMIHBX M IMPMAVMHOBEX (HIPMMEPEH
6-12) 1M OpOHAHIMKAPOOKCAMMIHHEX (OpuMepe 13-23) ajaxoOKCHCH-
naHoR (M3oOpaxgaeMux B BHUZe RSi0;,s.nS51i0;) ABIAKICA CpemHEIIO—
PUCTERGLI MAaTepManaMy OpM 3BHaueEMAX N, IIPeBHMAlHIMX OpubsIsK-
TenkbEe 4 M 5, YIOeJbHEEHEe IOBPEPXHCCTHM B DTHUX CJYY2RA¥X NREeBLEIA-
ot 100 M*/r, a pachopelelleHMe SHAUEHMI OuaMeTpa NOp HABIATCA
OTHOCHTEJILHO Y3KMM. B 3aBMCHUMOCTM OT MaTepmalla CpeIHMM Ina-
MeTp nop BapempyeT oT 20 mc 110 4. Bousee KOPTaHWYeCcKMey» Ma-
TEepMaNns He MOTYT PAaCcCMATPMBATHCS KaK NOPpMCTHe (5<1C Me/T) .

Taxoro ¥e THUIa 2aKOHOMEPHOCTH HaGQIeOalTcA IOJIA KpeMHe3se-
MOB, CHMHTE3IMPOBAHHEX M3 OHMCHMIMIVMPOBAHHEIX aJKOKCHMCHMIaHOB. OI-
HAaKO, B 2TOM CJIydae HNOPMCTOCTL BOSHMKAET, HaduMHaA c n=1 (cM.

I'mOpMIOHE} Tedakn 12b).

lIpyMep 24: llonyydenne rensi 1b5a

[[OBTOPAOT ClHepalMM, CIMCaHHHe B IpuMepax 6-23, nxia nopu-
TCTOBJISHMA TeJA B CTCYTCTBME KaTalu=arTopa NH,F, wncnonesys
CIenynmye KOMMYEeCTBA pPEeaKTHBEOB!: 1,11 © {5 MMOJNE) MMEDMETO

dyHRIMOHANBHEE I'PYIINE aJXKOKCUCHUIaHa 8 QOpMyIIH:
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/\/\N/-—\
(MeORS H NH2

3,8 0 (25 mmomes) Si{0OMe)s;
25,5 My sTaHoNa;
103,5 M (57,5 MMOJIE) BOIH.
Yepes 1 MuH noJjiydaeTcsa HeNpoIpauwHel OGejsll ress. I'efs

oOpabaTHBANT KaxX ONMCaHC Bmmie, ojaydas 2,33 r© rena lba:
NN .55iCp
04 58 Iﬁ/_—_\NHg

dusMYecCKMe XapaKTepHMcTUkyu rens lba

BeJbli IOpOmoK
VK(KBr, cM ') 1vs1-0=1119; Vou=3420; ve=2950.
aP PC ¢ CP-MAS(8, m.m.): 9,43(SiCHz); 21,44 (SiCH:CHs),
40,29 (NCH:); 50,64 (ocraTourme SiOCHa) .
AMP %°Si ¢ CP-MAS (8 M.m.): -66,4 (T, -101,4(Q%, -108,4(Q";
0* »Q*>>T3.
B.E.T.: S~269 M?/1, ofmuit odwem rop Vi=0,9741 com’/T, oTcyTrcT-

Bl MMKPONODMCTOCTH; CpeIHMit mMaMeTp [op ¢,=119,5 A,

pymep 25: [onyuyeHme rensa lé6a
I[IOBTOPART OMNepalMM, CNMCAHHEE B IIpMMepax %-23, IOJA OpK-

TOTOBISHUA Teld B OTCYTCTBUMEe KaTanmzaropa NHy4F, WCIOONE=3yA
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crelymMe KOJMUYeCcTBa DeakKTHMEOB: 1,06 7 (4 MMOIB) HMMERMETO

GYHKIMOHANLHEE IPYNIH ajKoKCcHcUIaHa 9 QopMyJIH:

(Meogsl/\/\ N N NHo

20,5 MI 3TaHOMa;
828 Mr (46 MMOJEL) BOIH.
Uepes 1 MuH ofpa3yeTcA HenpospauHsli Oenwdi rene. ['ends

obpalfaTHEAnT KaK ONMCAaHO BHlle, IIoNydYas 1,88 r reyna l1lba:
N N , 55i09
04 580 H H Ha

duBMYeCKMe XapaKTepUCTHKK Iens lbéa
BelkiT NopOoMoK
MK (KBr, oM™t 1vgi0=1045; vo.x=3460,
aMP 2°Si ¢ CP-MAS (8§ M.m.): -63,6(T%), -99,2(0%), -108,3(Q%);
0* ~Q >>T .
B.E.T.: S~109,8 M?/T, ofmmit o6beM Iop Vip=0,3897 cMm’'/r, orcyT-
CTBME MMKPONODMCTOCTHM; CpeIHuM IMaMeTp Iop ¢.=159,5 A.
prBeleHHHEe HWXe OPpMMepH 26-28 WIIOCTPUDYIT IIpMMeHeHMe

TUOPMOHEX TeJel 12a, 15a m 1l6a niaA SKCTpakKlmM AaxTHMHMIOB M

JJAHTABMIOCE M3 BOOHCI'C paCTBOP4a.

[lpMep 26: SKCTPaKIMA aMepyumMs
B 3TOM IpuUMepe MCIONE30BaH Tels 15a, MOJNy4YeHHED! B HIpM-—

Mepe 24, nna 3KCTPAKLMM aMeEPMIMA M3 a20THOKMCIOTHCOIC paCTBO-

-50-

2207190 C2

RU



0612022 N

[ARS)

pa, Comepxamero 13 MT/J1 aMepuiMA, UM M3YHeHO BJMAHUE KUCJIOT—
HCCTHM Ha 2KCTPakUME B IIpedeflax xwouuedTpaumnit uoxor H' or 0 Io
1.

InA mpoBeIeHMA 3IKCTPakKIMK B TeHeHME 15 mMH OCyLEeCTBRIADT
KOHTAKT 1 M1 BOOHOTO pacteBopa ¢ 70-100 Mr rens, mnocje 4WeTo
LeETpUudyIMpOBaHMeM CTIEJAT DACTBOP OT I'ess M OHUpelesifioT KO-
ShOMIMEHT paclIpelefleHMs MeXIy TBepOEM BENeCTBOM 11 AUIKOCTHI
Kd, KOTOPEII BHpaXaeTCA Cleldylmen bopmMy IO

Kd. Macca BJeMeETa B ' Ha 1 I rens
Macca AJeMeHTa B T Ha 1 I' pacTeopa

VaMepeHUA Ha DAcTBOpPe NPOM3BONAT [YTEM MBMEDEHMA MHTEH-

CHMBHOCTH O-U3IYyUeHNA.

I7A omnpelelleHXA KOIWYeCcTBa BJIEMEHTa, CBA3AHHOIC TeJeM,
yOTaHaBIMBanT PASHULY MexIy KROIMUeCTBOM 3JI8MeHTa B MCXOIHOM
pacTROope M KOJMYeCTBOM 3JeMeHTa E paclBOpe IIOoCNe 3XCTPaxLui.

MosydeHHHe pesyJIs-TaTH NpMBemesd Ha ¢ur. 1, koTopas ne-
MOHCTPHMPYET 3aBUCHMMOCTE KO30pMUMEeHTa paclpel2JeHnA Kd s
aMepMIMA OT KHUCJIOTHOCTH.

MOKHO =aMeTUTR, UYTO AaAMEPMUME CUIILHO 3KCTparupyeTCd IIpU

claado KMCJICTHOCTH.

NpuMep 27: SKCTPAaKUMA ILNIYTOHWUS

B 3ToM IIpMMepe MOpOBOLAT Te Xe QIepaury, YTo M B IpUMepe
26, OIA BSKCTParMpOBaHUA IYyTOHMSA M3 a30THOKMCJIOTHOT'C BOIHOIC
pacTBOpa, Ccolepxamero 131 Mr/m IUIyTOHMA, WUCICJHL3YA TOT Xe

rent 15a, NpWroTomJieHERDM B npuMepe 24.
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[loJIyYeHHEE PesyneTaTH [IPUBEIeHH Ha ¢ur. 2, KoTopad ne-
MOHCTPUPYEST 2aBUCHMMOCTE KospduureHTa paclpeneseHns Kd 1mns
IUIYTOHUSA OT KMCJAOTHOCTHM IIpelnesyiax KOHUEeHTpauwuz moHos H™ or 0
oo 6,

InyToHMI M3MepsoT IyTeM W3MepeHMA MHTeHCHUBHOCTM O-
3Ny deHUS .

Ha &ur. 2 BMOHC, YTO IUIYTOHMHA CBAZHBaeTCA C IejleM IpH
CcubHOE M cNaboM XKUCACTHOCTAX M YTO OH MOXKeT OHTE 3JIOMPOBAH

M3 TellA OpH KUCJIOTHOCTH samzxol k 0,5 M,

OpiMep 28: DKCTPaKIMA aMepuiiMs, HeoIMMa M IINMYTOHMUS

B 3TOM OpKMepe IPOBOOAT Te Xe& Oolepaunu, YTO M B IpuMe-
pax 26 um 27, i8S sKCTparupoBaHua PL, Am mu Nd M3 BOAHOTO
a"0THOKMCIOTHOTO PacTBopa, COnepXameTro:

131 mr/n Pu;

12 M/ Am; U

125 Mn/m Nd,

HO MCIOJL3YA OPM 2TOM rejie 16a, NMPUIOTCBIEHHE B IpUMepe 23.

TonmyyYeHHEe pe3yJIbTATH IpMBeIeHE Ha ¢ur. 3, KoTopasa He-
MOHCTPURPYET 3aBMCHMMCOCTE KO2QOMUMEHTOE paclpelnelleHNA Kd mua
Pu, Am ¥ Nd OT KMCIOTHOCTM B IpeleflaXx KOHUEHTPaLMHA as3CTHOM
xkuciacTH oT 0 mo 2 MoJn/JI.

V3Mepenrsa KONMYEeCTB HeoIuMa IIPOM3BOIMIIMCE B IJIa3MEHHOM
dakelle B COUeTaHMU C Macc—-CclekTpoMeTpuel (ICP-MC) .

Ha oMr. 3 BUOHO, YTO BCE 3JIEMEHTH [NPO3KCTPar¥pOBaHH I1pHU

cradol KMCIOTHOCTHM M MMeeTCA BO3IMOXHOCTE UX pa3leJieHMA.
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lippMep 25: sxoTpakumMsa aMepyims

B sTOM npuMepe NPOBONAT Te Xe ONEPAUMM, YTO M B [IpUMepe
26, LIA 3KCTPaAalMPOBaHUA aMepHUMA M3 BOOHODO aA30THOKUCIOTHOTO
pacTeopa, colepxamero 13 MrP/J aMepuuMA, MKCOOAL3YA relk l2a,
IPUTOTOBJIEHHEDN B IpuMepe 13 B koJmuecTBe or 60 mo 80 1 npu

BpreMeHM KOHTakra 120 mMMH.

[loryyeHHRe pesyNneTaTH IIPMBELNEHH Ha ¢MIr. 4, xoTopas Jge-

MOHCTPMPYET SaBMCHMOCTE KobdouiMeHTa pacrnpenefesvsa Kd nons

aMepMUMA OT KOHLESHTPalMM a30THOM KMCIOTH B npenejax oT 0 mo 6

MOJb/Ji.
Ha ¢Mr. 4 BMOHO, HYTO SKCTPaKLMM OAaTrolIpMATCTBYeT XKOH-
nenTpaua HNO; 5 MOJB/JI M YTO BJIOUMA BO3IMOKHA C MCOOJIL30Ba-

HMeM as0THOM KUCIOTH C KOHLUEHTpauuend Hirke 1 MOJb/JI.

TeJM HACTOAMETrQ M300peTeHMA NPeCTaBJIAKRT TakvMM o0pasom
OoJIbIOM MHTepec, Tak Kak OHM [NOSBOJADT, B 3aBMCHMOCTH OT
UpHUPONHE I'eJIf M KUCJIOTHOCTM BOIOHCIO PAaCTBOpa, SKCTParMpoBaTE

1 paslendTH aKTHHMIE M JJAaHTaHMUOH C IIOCIHeDyIOHAM MX BHEIOEHNSHMEM

IOyTeM 2JI0UMM a3COTHOKHMCIOTHHX pPaCTBCOPOB.

Tabmma 1

CoemmHeHme N | AnkokcHcuIaH ¢ (yHROUMOHaANLGHEMY I'OYIINTaMM

1 YpeuIonpormaITpU3 TORCUCKIAH (NPONYKT, HNOCTaBlIAe-

MeDT QHMpPMOIL Gelest)

NN
(E10)3Si N TNH2
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Buc[3-TpusToRCUCHIIMIL) TPONWIMOYeBHHA (OPOIYKT,

IIoCTaBageMsln PupMOlt Gelest)

(EtO)3Si H H S(OEY3

()]

4—-{2- (TPUSTORCUCIHIIMI) B THILIMPpUInH

(EtO)3Sik©N

2~[2~TPU3TOKRCHUCHITAIL) 3 TUII|ITUPUINH

(EtO)gsa/\/Q

Iuammn N, N/ -6uc ( TpM3 TOKCUCHMIIMIIIIPCINIL ) IPOLaH-

1, 3-OorxapboHoB0M KUCIIOTH

,/“\,/“\N/H\V/H\N

VAN
(EtO)3Si H H Si(OEf)3

IamMi, N- (TpM3TOXCHCHMIMINPOII) nponad—1, 3-om1-

KapOOHCBOM KUCJIOTH

1E
/\/\N

(Et0)3Si H NH2

Ivavmn N,N,N’, N -TerpasTil-2 (TEPU3TOKCUCIIIMIIPO ~
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) nponak~1, 3-IMKapOOEOBOM KMCIIOTH

Etp

(Et0)3Si O
Et2

N~ (TpiMe TORCHUCHITMIITPOIINIT ) 5 TUIIeHIMAMIH

(MeORSI H NH2

N~ (TpMME TORCHCHAMAIPONMI) =N’ ~ (AMMHOS ) 5TH~

JTeHIWaMIH
Si N N N
Tabmmua 2
IIpu- AJIKOKCUCHTIZH C QPVHKUMOHATER - Si{OEL), Imdp
MeD HEMM TPYITIIEMM {n} TeJysd
6 YPenonponunTprsToKCHMcHaad 1 0 8a
7 YPeluonpoIniITpMa ToOKCHCHIad 1 2 B
8 YPenonpoouaTpUS TOKCUCHIIEH 1 5 8c
9 Brc[ 3~ { TDM3 TORCUCIITAT) STHIMO e~ 0 9a
BuHa 2
10 Buc[3- (rpmaroxcucumat) 3] - 5 9k
MOUYeBKHa 2
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11

§—{2~ (TPMDTOKRCUCHITAI) STV

PMIMHE 3

10a

12

2-[2~ (TpusTORCHUCITAN) STHIHA-

pumn 4

1la

13

Ouaman N, N —au { TPMBSTCKCUCH—
JAInpoma ) nponad-1, 3-oUKap-

SOHOBOM KHMCJIOTH 5

12a

14

Ouiemitg N, N'—OoM ( TPMSTOKCHCH-
JIMIINIPpOIAN) Hponad—1, 3-mMKrap-

BOHORBOM KMCJICTH 5

120

15

Ouammam N, N'—-IM (TPU2TOKCHUCH
JIATIIIROIINIL) Ipolas-1, 3-~arKap-

B5OHOBOM KMCJIOTH 5

12¢

16

Huammn N, N ~OM { TPHM3TOKCHMCH—
JATIIPOIIAN ) [Iponas-1, 3~OMKap—

HOHOBOM KMCJIOTH 3

l2d

17

Ouiaman N, N -Oou (TPM3TOKCHMCH—
JIAIIPONNTT) Mponad-1, 3-aurap-—

GOHOBOM KMCJIOTH 5

12e

18

Iramn N, N'—01 ( TEDHM3TOKCHCH-
JIMIITPOINMTT) Iponad— 1, 3~OUKap-

BOHOBCOM KMCJCTH 5

o

12f

19

Ouansin N - { TP TORCHCH—
JUTIOPOI) Opollal-1, 3-oIMKap-

BOHOBOM KMCICTH &

13a

20

Muamn N, N, N', N’ - TerpasTil-2—

l4a
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(MIPOIMIITE DU BTOKCHUCIITAN) | [IoCHaH-

1,3-0MKapDOHOBOM KMCIOTH 7

21 Ouammp N, N,N',N'-TeTpasTi-2- 3 14b
(IPOTIMIIT DM 3 TO KCHCHITAT ) IPONaH -

1, 3-oMKapOOHCEOM KMCIQTH 7

22 Ouanoio N, N, N',N'~TeTpasTul-2- 4 ldc
{ IpOIBINITPM DT ORCHUCIAIIIL) ITDOTIAH—

1, 3~ oVKapBOHOBOM KMCIOTHE 7

23 Ivavun N, N, N7, N —reTpasTHi-2- 5 14d
(MpGITMITTOMS TO K CHMCHUDA) IDOITEH-
1, 3-IMKapOOHOBON KMCIOTH 7/

24 N- (TpuMe TOKCUCHAMIIIIPO — > 15a
i) 3TrIeHOMaMMe 8

25 N- (TpUMMe TCKCUCVIIMAIIPOILIL) — 3 l6a

N~ {aMMHODTIWII) 2 TVJicHOIMaMMHe 9

Mpumep3Oilonydenne ruSpHIHOTO reds Ha OCHOBE [IHPKOHHA.
Ha nepsoM oTame coeanmenue co  cBaspr  P-O-Zr  rnoayuaior
HETHAPOJIHTHYECKOH KOHJEHCAuMeH  TEeTPa-H3OMpPOIMIOKCHIA LUMPKOHHA C

dbermndochoHaToM B AMMETHICYTBDOKCHE:

ﬁ DMSO H"
Zomn, + @—Ptﬂﬂb - Pex
{a) \o— Z{G Py,

<y

3arem, Ha BTOPOM 3Tane NOJAy4YarwT (GochOHAT LMPKOHHA COTIACHO

PCAKIIHH:

e}

f , 'PrOHM 0 \
N tna(obn, ————» PO; ZrQy 5 nZrCy
O— TG Fr)y —

DeHunbHEBIE IpyOnel MOCYT OBITE 3AMeHEeHb! Ha APYTHE OPraHH4YE€CKHE IPYIIILL,

(b)

[MomydaeHARIH TeNbh 00NAaNaeT SKCTPArHPYIOMElt CTTOCOOHOCTEIO,

AHAJIOrMYHON rendam Ha OcHOBe Si.
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K n.3 popmynnt
! 2

Et,N
(M)
Et,
O
,/\/\\
N TN (M)/\/\N N M)
(M) N NH, H
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K n.5 ¢popmynni

Ol'ssj/\/\ﬁ/_\qﬁz ,H5i02 cn=2,5wumm 10
o, 8¢ >y \ /_\N ,n8i0, ¢ n=2,4,5,6 umm 10
r H H H2 Z

OIISS:L/\/\E E Sj_ol . ,nsi02c n=0'5 mim 10

o §fﬁ\\//\\o/f__\\OH , n3io, ¢ n=0,5 mmm 10
1,3

N N NS N, nSi0, ¢ n =0,5 wmmum 10
0, 451 O 0 OH ¢

P e N , nSi0, ¢ n=0,5 umx 10
$i © s 5

10, s

TN , nSiC,c n=0,5 um 10
a {\/\O o \)/\/\ _
1,5 5101,5

, 0510, ¢ n = 0-5
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¢O

Zt,N
(@
, n3i0, ¢ n=0-5
Ei N
PN j\/ﬁ\ , n38i0, ¢ n=0-5
o, .81 B NH,

'

/ﬁ\\/J1\ , nSio, ¢ n=0~5%

o 5Si H b 1,5

’

O P , nSio, ¢ n=0,5 mm 10
N

0, =51 oS 510, s

S'/\—©N , n3i0, ¢ n=0-5
1
;”\\//[:;i] , nSi0, ¢ n=0-5

01,5
O, 55
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K 1.6 ¢popmysl

/\\/\N/_\NH /\/\N — N/\/\\
H 2 H

/\/\(/—_\ //\/\
OH
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K n. 7 gpopmyms

/_\ /\\//\/—\/\//\

(RO) ;51 NH, (RO), 1-I N S1(OR),

NN
20) /\/\O/_\ /\\/\o/—\o 3 (021

/\/\N/_\N/_\NH

. 2
(RO} ;51 H i

/ﬁ/—\
SN \/_\/\//\ mR)3
(RO),S1

O 0
(RO);S1 N WH, (rO) s/\/\g B S1i{OR),
(RO),51 q N L(OR);
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Et,N

0
(RO) ;51
Et,
/\\/\
{R07,81 ﬁ H,
N
(R0 451

(RO .31 N Si(OR]3

(RO) S (RO .51 .
@(} l(OR)z
N N il\] N i

K 1.12 dopmynnt

(Et0) 81

/\/\g/ﬁ\NHz ( /\\/\NJ\N/\\/\\

(Et0),9i i(02t),

,//\\\//”\\N,JI\\,/[L\N,/\\\
H H s
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K n.17 popmynsbi
Et,N

(Et0),51 0

(H?)

Dur.2
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