PaHee Mbl coobuwann 06 ncnonb3oBaHUN asibAerngoB B TPEXKOMIMOHEHTHbIX CMCTEMaXx
ONs CUMHTEe3a HOBbIX hochopopraHmyecknx coeamHernn [2-4]. Hamu 6bian
onybnKoBaHbl Tak>Xe npeaBapuTesibHble aHHbIE O CUHTE3€ HEKOTOPbIX MEPBUYHbIX
NMHTepMeanaToB peakuun ansaerngos ¢ xaopunagamu P(l)[5-6]. Hamun 6binn
CUHTEe3MpOBaHbl NepBUNYHbIE NHTEpMeJnaThbl, KOTOpble N0 BAVXKaNLLEMY OKPYXEHUIO
P(111) (OPCI2, O2PCI n O3P) 6binn pasgeneHsl Ha Tpu Tuna: RCHCIOPCI2
R1CHCIOP(OR2)CI 4, R=Me(a), n-Pr(6), 5, R1=Me, R2=MeCHCI i-Pr(8), CCI3(r)
R1CHCIOP(OR2)(OR3) 6,R1=Me, R2=R3=MeCHCl(a); R1=i-Pr, R2=R3=Ph(6) Xnopuasbl
P(I11) (1) ounwanucek ot npumecn HCl o6paboTkonm opraHnyeckmum oCHOBaHMEM (3) u
neperoHsaINCb HEMOCPEACTBEHHO B peakLUMOoHHY0 Konby. C uenbio cnHTesa
nHTepmegmnaTta (4a), PC13(1la), oynweHHbln oT npumecn HC1, BBoguaCs BO
B3ammogencTeme c anbaerngamu. OgHako npu 3ToM obpa3oBaHNE HOBbIX
dochopcoaepKalmx NpoayKToB He Habnwganock. B cnektpe AMP 31P peakunoHHON
Maccbl HabnwaaNCa e JUHCTBEHHbIN Pe30HAHCHbLIN curHan npu 6P220 m.4.,
COOTBETCTBYOWMN aToOMy hochopa B coeamHeHumn (1a). MNpu npoBeneHnn peakumnm
Mexnay coeguHeHnsamu (la) n (2) B NpucyTCTBUN KaTaIMTUYECKMUX KOJTNYECTB
TPETUYHOro ammnHa (3) pesysbTaT B3aUMOOeNnCcTBMNA KapAWHaNbHO 3aBucen oT
nopsgka cMeweHunsa peareHTos. MNpu gobasneHun 3-4 kanenb PC13 K cMecun
anbaernga n ammHa npouncxoguna bypHasa nonnMmepmsaunsa coeguHeHmns (2), a
obpa3oBaHue pochopcoaeprKallero OpraHMYecKkoro NpoaykKTa He NPoONCxoanno.
HobasneHne ocTanbHOro Konnyectsa PC13, He Bbi3biBaJ/I0 NOBbLILLEHNSA TEMMNEPATYPSLI.
MNocne ynaneHusa B Bakyyme PC13, ¢ XxopoLuuM BbIXO40M Obl1 NONyYeH napanbaerng
(7a). NMpn mepgneHHom gobasneHUn anbgernga Kk cmecm PC13 ¢ KaTannTUYeCKUM
KOJINYECTBOM TPETUYHOro ammnHa (3) - TpuatunammHa, N,N-gumeTnn- un -
AVN3TUNAHWINHOB, MUPUAWHA, 2,6-AUMeTUANUPUANHA, Habnganca o4eHb CUJIbHbIN
3K30TepMnyecknmn npouecc. Yepes 2 yaca nocsie CMeLeHNA peareHToB B CreKTpe
AMP 31P peakumoHHON cMecu Habnganmcb TPy Ppe30HaHCHbIX CUrHana, ABa
nocsegHNX U3 KOTOPbIX MMENN 04eHb Banskme xmmudeckmne casmurun: 6 220 n 178.1,
177.8 (cooTHoweHme 3:1) m.a4.. CurHanbel npu 6P178.1 n 177.8 M.4. COOTBETCTBYIOT
okpyxxeHuto pocgopa (OPCI2) B ankungnxnopdochuntax [7-8]. NosTomy 6bi10
MPUHATO, 4TO 06a NocnegHNX CUrHaNa OTHOCATCSA K OOHOMY U TOMY Xe
nHTepMmegunaty (4a). U3 nHTterpasnbHbIX MUHTEHCUBHOCTEN CUMHANOB CriefyeT, 4To
cooTHoweHune PCI3: (4a) 4yepe3 6 4YacoB NocJsie CMeLeHNs peareHToB cocTaBnaeT
1.4:1.0 v B ganbHeNLWeM rnpakTNYeckn He nameHseTca. CorsiacHoO AaHHbIM CNEKTPOB
AMP 1H peakumoHHOW cMecKn Yepe3 5 yacos BewecTBa (2a), (7a) n (4a) HaxoaaTCAa B
cooTHoweHunn 1:9:40. MNMocne ypaneHms PC13 1 HeE3HAYUTENbHON NPUMECU YKCYCHOro
anbjernpa B Bakyyme BOAOCTPYMHOrO HAacoCa OCTaTOK noaBeprasuv neperoHke B
bonee rnybokom BakyyMme 13 Konbbl Apby3sosa nanm n3 Konbbl, CHab>xEHHON
nednermatopom asmHom 10 -15¢cMm. Monyyanacb CMeCb, COCTOSALLAA U3 COeANHEHUN
(4a) n (7a) B cooTHoweHun 5:1. B cnekTpe AMP 31P obHapy>XnBaancb curHasibl ¢ 6P
178.1n 177.8 M.4., COOTBETCTBYOLWME TOJIbKO aTOMYy pocchopa B MHTepMeaunaTe (4a).



B eé cnekTpe AMP 13C Habnwogannce pesoHaHCHble curHansl (86, m.4.): 19.89 ¢, Me;
97.5 ¢, CH (7a) n 24.88 ¢, Me; 86.06 g, 2JPC 10.6 'y, CH (4a). Ang ycnewHoOro cMHTe3a
coeguHeHun (4a-B) y4LWMM COOTHOLLEHUEM UCXOOHbIX peareHToB PC13, anbaernga v
TpeTu4yHoro aMuHa aensetca 1:1:0.03-0,05. Anbaerng megneHHo npubaBnsaoT No
KanjasM K MHTEHCUBHO nepeMelunBaeMon cMmecu ovmuieHHoro PC13 1 amnHa npu -5 +
0 oC. CoeanHeHunsa (46-B) BblaeNeHbl B UHAWBUAYAJIbHOM BUAE BaKyyM-MeperoHKoN.
OHM YyCTOW4YUBBLI 1 NPN KOMHATHOW TeMnepaType, B 3anassHHON aMnyJie XPaHATCA B
Te4yeHne HeCKoNbKux Mmecsues. CTpoeHne nHtepmegmnaTos (46-8) Obis10
MOLTBEPXKOEHO UX MOJIHbIM 3/1IeMEHTHbLIM aHa/In30M, criekTpamm AMP Ha aapax 1H,
13C n 31P (Ttabn. 1) n xummn4ecknmm npespawieHmamn. Tabnumua 1 - laHHble CNEKTPOB
AMP 1H, 13C 1 31P nepBu4HbIX nHTepmeamaToB R1IR2POCHCIR3 Ne Coen. R1 R2 R3 mE
6, m.a. (nJHH, nJPH n nJPC, I'y) 6P, m.a. 3-1 3-2 3-3 3-4 3-54a CI CICH3 1H 13C - 6.38
ok (5.6, 13.9) 86.06 (g) (10.6) 1.81 o --178.1177.7 46 CI Cl n-Pr 1H - 6.35 a1 (6.5,
15.0) 2.1 o7 (6.5,7.5) 1.55 cekcTeT (7.5,7.5) 0,94 7 (7.5) 180.42 180.83 48 CI CI
CH(CH3)2 1H 13C-6.13 on (3.8, 6.7) 94.4 0 (10.0) 2.2 renTeT (3.8, 6.7) 36.87 c 1.06
n,1.08p0(6.7)17.27 ¢, 16.63 c-179.61 179.244r CICICCI3 1H-6.33 1 (11.5) - - -
184 5a CI OCHCICH3 CH3 1H 13C - 6.14 m 84.66 0, 84.56 (n) (8.2) 1.83 o (6.4) 27.66 c,
27.51c--166.32 162.97 162.43 6a OCHCICH3 OCHCICH3 CH3 1H 13C-6.14 m 84.11-
84.5m1.81 g (5.6) 27.56- 27.77 (M) - - 145.85 138.82 66 PhO PhO HC(CH3)2 1H 7.1 ™
5.6 o (4.5,9.0) 1.93 o renTteT (4.5, 6.5) 0.9 g (6.5) - 138.0 141.0 Korga Kom4yecTBo
anbjernpa, BBOAMMOIro B peakumio, yBenmyimeasam, TO NPONCXoLN10 AalibHenwee
3aMeuleHne atoMma xnopa y PC13. Tak, npu npoBeneHnn peakymm PC1l3 € yKCYCHbIM
anbhernnom B nNpuCyTCTBUN 2,6-guMeTUNNMpuUAnHa B cooTHoweHun 1:2:0.01, B
cnekTpe AMP 31P peakuyMoHHOM MaccChl, Yepe3 26 YacoB Mocjie CMeLeHNa peareHToB
(-5°C), Habnwganucb Tpn Habopa pe3oHaHCHbIX curHanos: 220.0 n 178.1, 177.8
(cooTHOWweHue nocnengHnx 3:1) n 163.3, 162.95, 162.43 (cooTHOWweHMe 3:2:1) m.4..
MNepBble aBa Habopa curHasnos, Kak 6bIJI0 NOKa3aHO BbIWe, OTHOCATCS K aToMaM
docgopa PC13 n uHtepmegunata (4a). TpeTuin Habop CMrHanoB, MO 3HAYEHUIO
XUMUNYECKUX COBUIOB, COOTBETCTBYET OKpy>XeHuto pocgopa O2C1P(lll), T.e. aTomy
doccopa B gnankmunxnopgochutax [7-8]. Mo3TOMy 3TK Tpu cnrHana bl OTHECEHDI
K aToMy ¢poccopa B uHTepMmeaunaTe (5). MHTerpnpoBaHue niaowagen cCurHasaos
CBMAOETEeNbCTBYET 0 TOM, 4TO cooTHoweHune PCI3: (4a): (5) B cMmecn NnpnbnnsntenbHo
cocTasnseT 1:8:11. Npn OCTOPOXKHOM OTCACbIBaHUWN JIerkoaeTy4ymx NpoayKToB B
NIOBYLLUKY C XXUAKUM a30TOM MPU KOMHATHOMN TeMnepaType Npu oCTaTO4YHOM OaBJIEHUNM
0.02 MM.pT.CT., B KONIDe oCTaéTcH ocTaToK, B cnekTpe AMP 31P koToporo
obHapyXuBaeTCcs NpakTU4YeCcKn nnwb Habop CMrHanoB, COOTBETCTBYHOLNN
coeguHeHunto (5). B ero cnekTpe AMP 1H npOTOHbI METUIOB NPOSABAAIOTCA B BUAe
nybneta c 6 1.83 m.4., JHH 6.4 'y, a NpOTOHbI METUHOBLIX FPYNN AAlOT MybTUNNET
curHanos npu 6 6.14 m.4., Nnpu4em oH CABUHYT B 0bnacTb Bosnee CUbHbIX NoJsen no
CpaBHEHWIO C METUHOBbLIM NMPOTOHOM B UHTepMeaunaTe (4a, 6 6.38 m.4.). B ero cnekTpe
AMP13C obHapy>XmnBaroTCsa ABa CUHIeTa B cuibHOM nosie (6C 27.66 n 27.51 m.4.),



OTHOCSILLMECS K HEDKBMBAJIEHTHBLIM aTOMaM yrsiepona ABYX MEeTWbHbIX Frpynn 1 ABa
aybneta B cnabom none ¢ pa3HbIMM KOHCTaHTaMK pacliensieHns oT gocdopa (6
84.66, o, 2JPC 8.2 Ty, 6 84.56, o, 2JPC 5.3 I'y), cooTBETCTBYOWMNE METUHOBbLIM
yrneponam. CTpoeHne nHtepmenmnaTa (5) noaTeep)xfaeTcs Takxe
YLOBNETBOPUTENIbHbIM 3JIeMEeHTHbIM aHaJ/IN30M N OKUCJIEHNEM ero B
cooTBeTCTBYlOWMN hocdhaT. CMecb, cobpaHHas B JIOBYLWIKE C a30TOM, N0 AaHHbIM AMP
cnekTpos cocTtouT n3 PC13, Tpumepa (7) n uHTepMmegunata (4a). MNMpu nonbiTke
neperHaTb B BaKyyMe BewecTBo (5) NnocTeneHHO pa3fiaraeTcs U B NneperoHHom konbe
npPakTU4Yeckn Hn4ero He octaétcsa. Cnektpbl AMP 1H 1 31P (cHATbie npu -10°C)
NPoAyKTOB pacnaga, cobpaHHbIX B JIOBYLLKY C XXUAKMM a30TOM, CBUOETENbCTBYIOT O
TOM, YTO MU ABNAOTCA coegnHeHuna (1a), (2a) n (4a). CneumnanbHbIM OMbITOM 6bI1O
rMnoKa3saHo, 4TO Npu ANNTEeNIbHOM HarpesaHum B Bakyyme 0o 1000C nHtepmeamnaTt (4a)
TaK>Xe NoJIHOCTbIO pacnageTtcs Ha PC13 v anbaeruva. MNpn ganbHenLwem yBendyeHnm
KoJQimyecTBa anbaernga 3ameuleHme atomos xsiopa y P(LL) cTtaHOBUTCA He
ceNneKTUBHbLIM N 0bpa3zyeTcsa CMeCb NPOAYKTOB pPa3sIMYHOW CTEeNeHN 3aMeLLeHns
aTOMOB XJI0Opa Ha 1-XJI0OP3TOKCUIIbHYIO rpynny. Tak, Mpun NpoBefeHUN peakunn npu
TeMmnepaType -5 °C mexay coeguHeHnamu (1a), (2a) u (3) B cooTHoweHun 1:4:0.02 B
cnekTpe AMP 31P peakuyMoHHON CMecu, CHATOM Yepe3 24 4yaca nocjie cMeLlleHuns
peareHTOB, KpOMe CUIrHasoB OT aaep docchopa B coeamHeHusax (4a) n (5),
obHapyxunBaloTCAa elle ABa HOBbIX curHana npu 6P 146.9 n 138.7 m.a. (COOTHOLWEHMe
1:5). Mo 3Ha4YEeHUAM XNMNYECKNX COBUIOB OHN COOTBETCTBYIOT OKPY>XXeHUIo hocdopa
O3P(lll), T.e. aToMy hboccopa B Tpmankundochputax [7-8]. No3ToMy OHU ObIN
OTHeceHbl K aToMy hocdopa eué B 0ogHOM nHTepmeaunaTe (6a), T.e. B Tpu(l-
xnopatun)pochpute. CooTHOWEHNe coegnHeHnn (4a), (5) n (6a) B cMecun cocTasnsaeT
1:9:14, T.e. No coaep>xaHuo MHTepMmegnaT (6a) ABNA€TCA OCHOBHbIM KOMMOHEHTOM
cmecun. B cnekTpe 9AMP 1H cmecn HoBbin aybneTHbIn curHan ¢ 6 1.8l m.a., JHH 5.6 Ty
OblN1 OTHECEH K MPOTOHAM METWUJIbHbIX FPYMM, @ METUHOBbIE MPOTOHLI Aaan obLWni
MYJIbTUMAET C METUHOBLIMW MPOTOHaMN MHTepMmeaunaTa (5), T.e.npn 6 6.11 m.4. B
cnekTpe AMP 13C cmecn obHapy>XeHbl HOBblE MOrIOLWLEHUSA - MYJIbTUMJETbI B ABYX
obnactax: 6 27.58 - 27.77 n 6 84.11 - 84.52 m.4., KOTOpble BbI/IN OTHECEHBI K
MEeTWUJIbHbIM U METUHOBLIM yrjiepogam coegnHeHus (6a), COOTBETCTBEHHO. Mpu
MonbITKE NeperHaTb B BaKkyyMe CMeCb 40BOJIbHO BbICTPO pa3flaraeTcs B UHTepMeanaT
(4a), PC13 n yKCcycHbIM anbperna. 3aecb cnenyeT nogvyepkHyTb, 4TO npeanosiaraeMmas
paHee [9-10] nsomepunsaynga coegmnHeHms (6a) B nponssoaHoe P(IV) He peanusyeTca n
rMpun HarpeBaHUM OHO pacnagaeTca Ha UCXOOHble NPOAYKTbl. TakuM obpa3om,
B3auMogencTeumem PCI3 ¢ anbagerngamm B NpUCYTCTBUN KaTaIMTUYECKUX KOJTNYECTB
TPETUYHOIro0 ammnHa Bnepsblie Obl/IN CUMHTE3UPOBaHbI TPU TUMA NEPBUYHbBIX
nHTepmegmnaTtoB (4a), (5) n (6a), KoTopble OTANYAKTCA OPYr OT Apyra CTerneHbio
3aMelleHnsa atomoB xaopa B PC13 Ha 1-xnopankokcuabHyto rpynny. ObpasoBaHune
nHTepMmegmnaToB (4-6) anseTcsa obpaTumbiM npoueccoMm. HakonneHue y P(lll) 1-
XJNIOPANKOKCUIIbHbBIX FPYMNMN CHMXXaeT UX YCTOMYMBOCTb: MHTepMeamnaThl (5) n (6a)



CYLLECTBYIOT JIMWb Ha X0J04Y; NMPWU KOMHaTHON TeMnepaType 1 Bbllle N yaaieHnn
NMPOAYKTOB pacraja B BaKyyMe OHM NOJIHOCTbIO NpeBpaLLaloTca B UCXOOHbIe
coefiMHeHNN; NHTepMeaunaTbl (4a-B) MeperoHATCS B BaKyyMe, 4JIMTesibHOe BpeMs
XPaHATCA B 3aMasiHHOW amMnyJie 1 passaratoTca AnWb Npu SJINTeNbHOM HarpesaHun B
BakyyMme. OudeHunnxnopgochut(1l6) pearnpyeT C N30MaCAsHbIM afibAerngom
aHanormnyHo Mo gaHHeIM 94MP 31P nocsie ycTaHOBJ/IEHNS paBHOBECUSA COOTHOLIEeHne
coegunHeHun (66, 6P 130 m.a.) n (16, 6P 156 m.a.) coctasnsano 10:1. Ons
NMOATBEPXXOEHUS CTPOEHUS MHTepMeanaTa N3 peakyMoHHON MacCbl Ha xonoay 6bICTpo
yhananca ansnerng B rnybokom Bakyyme n cHuMmanca AMP 1H cnekTp ocTaTka
(Tabn.). Ocobo xoTenocb 6bl OTMETUTL peakuyuto xaopuaos P(lll) c xnopanem - ¢
anbOerngoMm, y KotToporo nog BANSHMEM Tpex 3JIeKTPOHOAKLENTOPHbLIX aTOMOB XJ10pa
KapboHUAbHbIN Kncnopod obnagaeT NOHUKEHHON HYKI€0O(UbHOCTbIO.
ObwenssecTHO, 4To xnopuabl P(Ill), npossnsatowme 3n1eKTPOPUIbHYIO PEaKLNOHHYIO
CMOoCOBHOCTbL B YCNIOBUSAX KNCJIOTHOINO KaTasm3a € xJiopasieM He pearnpytoT [11]. Mol
npennonNoXunm, 4To aKkTUBUPOBAHHAA TPETMYHBIM aMMHOM MOJIEKY1a XJiopansa byneT
pearnpoBaTb XOTSH Bbl C TAKNM CUJIbHBLIM 351eKTPOoUIoM, Kak PC13. lencTBnTENbHO, B
DO0BOJIbHO MArkux ycnosusax (0 + -5 oC) xnopanb pearvpyeT ¢ PC13 B NnpucyTCTBUMK
KaTaIMTU4YECKNX KOINYeCcTB TpeTu4Horo amuHa (1:1:0.03) c obpa3oBaHuem
rnepBuUYHOro MHTepmMegmnaTa (4r). Hepes 5 4acoB nocse CMeLWeHns peareHToB B
cnekTpe AMP31P peakunoHHON cMecn Habnwganncb TPy pe30HaHCHbIX CUrHana 220,
184 n 164 m.a. (cooTHoweHune 1:8:1). NHTepmeamnaT (4r) okasancs rinaBHbIM
NMPOOYKTOM peakuumn, atomy gocdopa KoToporo cootesetcTeyeT 6P 184 m.a. B
cnekTpe AMP 1H npakTudeckn Habnwganca eanHCTBEHHbLIN aybneTt ¢ 6 6.33 m.4., JPH
11.25 Iy, COOTBETCTBYOLWNA METUHOBOMY MPOTOHY. Opyrune xnopuabl P(ll1),
NPOSBAAOLME INTEKTPOPUBHYIO PEAKLUMOHHY CNOCOBHOCTb, B aHaOMMYHbIX
YC/IOBUSAX HEe MoKa3biBaJn NPU3HaKOB B3aUMOLENCTBUSA C XJopaneM. MexaHn3m
KaTasn3a TpeTUYHbIMU aMnHamm peakuuin xnopugos P(lll) c anboerngamm
crneumasibHO HaMM He nsy4vascsa. O4HAKO MOXKHO MPeanosioXnTb, YTO B pe3ysibTaTe
MSArKOro B3auMMoencTBmsa aMmMHa C KapboHUNbHBIM YriepoaoM, YBENNYMBAOTCSA
HyK/1eoU/bHble CBONCTBa KapbOHWUNBLHOMO aToMa KMCNopoaa, akTUBMUpyeTCs
KapboHMbHasa rpynna n, 0oQHOBPEMEHHO, 3aKPbIBAETCH €€ 3NeKTPOPUIbHbIN LLEHTP
OT NpUcoegnHEeHNs BTOPOU MONeKyJbl anbiernga. AKTuBMpoBaHHass amnHom (B:)
MoJieKyla anbgernga (8) szanmonencrtsyeT ¢ xnopuagom P(lll) ¢ pasgeneHnem 3apana
(9) nnn Yepes CUHXPOHHLIN LMKANYECKNIA NepeHoC 31ekTpoHoB (10), obpasyeTcs
MePBUYHbLIN NHTEPMEANAT U pereHepmpyeTcs KaTaam3aTop. IKCNepuMeHTa bHaga
yacTb CnekTtpbl AMP 1H (300 Mly), 13C (75.5 Ml'y) n 31P (121.5 Ml'u) cHUManu Ha
cnektpomeTpe 7.0 TIBM/Bruker AF 300, 1H (100 Ml'y) - Ha Tesla BS-567A, 31P (162
Mly) - Ha Bruker MSL-400. XumMn4yeckume caBurn saep sogopona v yriepoaa ykasaHsbl
oTHocuTenbHo TMC, doccopa - oTHoCcUTENbHO 85%-Hom H3PO4. B3anmoagencreumne
PC13 c anbgerngamm B NnpUCyTCTBUN OPraHN4YeCKNX a30TUCTbIX OCHOBAHUMN. a.
HNobasneHune TpexxnopucToro gocdopa K anbaernay. Npn NHTEHCMBHOM



nepemMewnsaHunm npun -5+00C Kk cmecun 7.26 r (0.165 Mosib) YKCYCHOro anbgervaa u
0.246 r (0.0017 monb) N.N-gnaTunanmnnnda podbasnanm no kanaam 7.55 r (0.055
Monb) PC13. OT nepsbix Tpex Kanenb PC13 Habnwogancsa CUbHbIM 3K30TEPMNYECKNI
3(hhekT n TemnepaTypa cMecu nosbiwanacbk Ao 25°C. MNpn gobaBneHmnmn octasbHOro
konmyecTtBa PC13 npu 0°C nosbliweHne TemnepaTypbl He Habntoganocek. AMP 31P(5,
M.4.): 220 (PCI3); AMP 1H(8, m.4.):1.29 a, 3)JHH 5.1 Iy, 3H, Me; 4.94 Kk, 3JHH 5.1 'y,
1H, CH; AMP 13C (6, m.4.): 19.89 ¢, Me; 97.5 ¢, CH (napanbgerng). PCI3 yoananu B
BaKyyme (120 MM pT. CT.), U neperoHkon sebigensann 4.1 r napansnernga. 6.
HNob6asneHune anvgernga kK PCI3 B npucytcTtBum amunHa. 2-Metun-1-
xnoponponunguxnopgochuT (4B). a. K cmecn 10 r (0.073 monb) PC13 1 0.139r
(0.0036 Mmonb) 2,6-guMmeTUnnNMpuanHa no Kannam nodasnanu 5.26 r (0.073 monb)
N30MacsIAHOro anbaernaa. Boelgep>xmnsanm B TeyeHne 18 yacos, pasbasnanu 15 mn
abc. rekcaHa. OTpuNbLTPOBaIN HE3HAYMUTENBHOE KOIMYECTBO OCaaKa. Yoansanm
pacTBopuUTENb N NeperoHanu B rnybokom Bakyyme. Nonydanm 8.17 r (53%) npoaykTa
(4B), T. kun. 300C (0.01 mm pT. cT.), d420 1.3029. HanpeHo, %: C 22.74; H 3.81; CI
50.51; P 14.65. C4H8CI3OP. Bbl4yucneHo, %: C 22.91; H 3.82; Cl 50.83; P 14.79.
HNaHHble cnekTpoB AMP npeactasseHbl B Tabnmue. 6. Peakumnio nposoamnan
AHaJIOrMYHO NpeablayLemMy onbiTY N3 TeX Xe KOJIMYECTB NCXOLHbIX BELLEeCTB.
PeakUMNOHHYIO CMeCb He pa3baBnsanm pacTBOpUTENEM, @ HENOCPEACTBEHHO
rneperoHann B Bakyyme. Bolgensanu 8.1 r (53 %) sewecTtBa (4 B). |-
xnopbytunanxnopgocdhuT (46).AHaNOrM4YHO BbilleonmncaHHomy 1n3 19.53 r (0.142
Mosib) PC13, 0.42 r (0.0028 monb) N,N-gnatunannnnHa n 10.24 r (0.142 monb)
MacngHoro anbaernga solgensanm 16.04 r (54%) npoaykTta (46), T. kun. 30-320C (0.02
MM pT. CcT.), nD20 1.4821, d420 1.2897. HanpgeHo, %: C 23.13; H 4.02; CI 50.67; P
14.60. C4H8CI30OP. Bbl4uncneHo, %: C 22.91; H 3.82; Cl 50.83; P 14.29. JaHHble
cnekTpoB AMP npuBeneHbl B Tabnumue. 1-xnopatunguxnopdochut (4a).lMeperoHka B
BaKyyMe peakunoHHoW cMmecun, nosyyeHHon n3 18.36 r (0.134 monb) PCI3, 0.4 1
(0.0027 monb) N,N-gunatnnaHunmda n 5.9 r (0.134 monb) aTaHansd, gana 12.8 r cmecu
npoaykTa (4a) n napanbgernga (7) (3:1 cornacHo AMP1H). laHHble cnekTpoB AMP
npeacTasneHbl B Tabnuue. 3 r 3ton cMecn Harpesaaum npu 20-900C B BakyyMme n
neTyyme npoaykTbl cobupanm B NoByLIKE C XXNAKUM a30ToM. AMP 1H n31P ans
KOHOeHcaTa 13 nosywku (6, m.g.): 2.1 o, 9.7 k (2a); 1.29 g, 4.94 k (7); 220 (PCI3).
On(1l-xnopatun)xnopcgocdhpuT (5). NMpu TemnepaTtype -50C kK cmecn 9.33 1 (0.068 monb)
PCI3 n 0.025 r (0.0017 monb) N,N-anatTnnannnmHa gobasnsanm no Kanaam 5.52 r
(0.1256 monb) ykcycHoro anbgerunga. lfocne 26 4acoBon BblAEPXKKN peakLMOHHON
cMmecu npu TemnepaTtype -50C cHuMmanum eé cnektp AMP 31P n oTcacbiBanu
nerkoneTtydyme coegnHeHus B rnybokoM BakyyMe B JIOBYLLKY C a30TOM. [1o cnekTpam
AMP 31P, 1H n 13C (Tabnnua) octaToK npeacTtasnsn cobom A4oCTaTO4YHO YNCTbIN
npoaykT (5). HangeHo, %: Cl 47.85; P 13.34. C4H8CI302P. BbluncneHo, %: Cl 47.23; P
13.74. 3 r Heo4nweHHoOro coeanHeHus (5) nocteneHHo Harpesann Ao 700C npwu
ocTaTo4yHoM pasneHum 0.01 mm pT. CT. [NoCcTENEHHO OCTaTO4YHOE AaBJieHUe BbIPOCO



00 0.1 MM pT. CT. U B N€pPEroHHon Konbe NnpakTNYEeCKN HNYEro He oCTanoCh. B
cnekTpe AMP 31P nerkoneTty4mx coeguHeHnn, CObpaHHbIX B JIOBYLUKY C XXUOKUM
a30TOM n cHaToM npu -100C, obHapy>xmnsanum curHanel ¢ 6P 220 n 178.1, 177.9 m.4.,
cooTBeTCTBYOWMe aToMaM poccpopa B PCI3 n coegnHeHnn (4a). B cnektpe AMP1H
obHapy>XuBanu curHanbl, COOTBETCTBYOWME YKCYCHOMY anbaernay (6 2.1 m.Aa., 4,
CH3CO; 6 9.7 m.a., K, C(O)H), npoaykTy (4a) (6 1.81 m.a., on, CH3; 6 6.38 m.4., O.K.,
PCH) n cnabble curHasbl OT NPOTOHOB TpumMmepa. Tpu(l-xnopatun)hochuT (6a).Mpn
WHTEHCMBHOM nepemMelwmaHum n npu -5+00C Kk cmecn 12.12 r (0.088 monb) PC13 n
0.43 r (0.0044 monb) 2,6-aumeTunaupmnanHa gobasnanm no kannsam 15.51 r (0.352
MOJIb) YKCYCHOro anbaerunga. Nocne 24 yacoB cToAHUA npu -5°C CHUManm cnekTpbl
AMP 1H, 13C n 31P peakynoHHOW MaccChl MpU 3ToW e TeMnepaType (Tabnnua). B
rnybokoM BakKyyMe 3 I HEOYULLEHHOr0 NPoAyKTa MealIeHHO Harpesasaun, NoCTeNeHHo
noBbiwasn TemnepaTypy oT 23°C pgo 80°C. JleTy4me NpoAyKTbl CObMpanm B NOBYLLKY C
XUOKUM aszotoM. Cnektpbl AMP 31P cmecn 3 nosywku (6, m.a.): 220 (PCI3), 178.1,
177.8 (4a); 1H: 2.1 g, JHH 3 Ty, MeCO; 9.7 Kk, 3JHH 3 'y, CH (2a); 1.29 g, 3)JHH 5.1 'y,
Me; 4.9 K, 3JHH 5.1 Ty, CH (napanbgerng); 1.81 g, JHH 5.6 'y, Me; 6.38 ok, 3JHH 5.6
u, 2JPH 13.0 Iy, CH (4a). 1,2,2,2-TeTpaxnopatunngmnxnopgpochpuT (4r). K cmecn 16.2 r
(0.118 monb) PCI3 1 0.35 1 (0.0024 monb) N,N-gnatTnnaHnnmHa gobasnsanm no Kanasam
17.38 r (0.118 mosib) xnopanga npu temnepatype -5°C. PeakMOHHYIO CMeCb
rnepemeLwlnBanin B TedeHmne 1 4yaca npu 3Ton TemnepaTtype. laHHble cnekTpos AMP
31P, 1H Heou4unweHHOro npoaykTa (4r) nocse yaaneHns nerkoseTy4ymnx KOMNoOHEHTOB
B BaKyyMe npeacTtaBfeHbl B Tabnanye. 2-metun l-xnopnponunnagngenmnngocdut (66). K
cMecn 6.45 r (0.026 monb) audeHnnxnopdpocpunta n 0.053 r (0.00052 monb)
TpuaTunamuHa gobasnsanm no kannam 1.87 r (0.026 monb) M30MaCSHOro anbaernaa
npun TemnepaType 0+1°C. Boigep>Xnesasam 4eTBepo CYyTOK NPy KOMHaTHOMN
TemnepaType. OThUIbTPOBaIN HE3HAYNTENbHBIN OCafOoK. YAaNsann nerkonety4yume
coeaunHeHuns B rnybokom Bakyyme. B cnekTpe AMP31P peakUMOHHON CMeCcH
obHapyxunm aBa pe3oHaHCHbIX curHana npu 6P 130 n 156 m.a, cooTHoweHma 10:1
(Tabnnua).



