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XUMHUA 1,1-ANTUAPOITOJINDPTOPHUTPOAJIKAHOB.
1. XUMMNYECKHUE INPEBPAIIIEHUA 2,2-TUDPTOPHUTPOOTAHA

B.N.1Ikeny, A.N.T'y3bipb, H.I1.Konecuuk, 10.I'.IllepmonoBuy*™

Hucturyr opranmueckoit xumun HAH Ykpaunsr

02094, r. Kues, ya. MypmaHnckas, 5. E-mail: sherm@ioch.kiev.ua

Karouegwle crosa: 2.2-ougpmopuumposman; 1. 1-ouxaop-2.2-0ucpmopuumposman;
1. 1-0ubpom-2.2-0ucpmop-numposaman; 1-xaop-2.2-ougpmop- 1-numposman,
N-eudpokcu-ougpmopauemumudoun xaopud; N-dusmokcugocgopun-ougpmopayemumudoun xa0puo

lMpeanoxeH ycoBepLUeHCTBOBaHHbI MeTo4 CUHTe3a 2,2-ANPTOPHUTPOITaHa, N3y4yeHbl peakLnn
3TOro coeguHeHns ¢ HyK1eo@UbHbIMU (aMUHBI) N 3/1I€KTPOPUIIbHBIMU (XJI0P, BPOM, aLeTUIXJ10-
pug) peareHtamu. CUHTEe3NpoBaHbl xJiopaHruapuvasl u amuabsl N-rugpokcu u N-guankokcu-goc-
dopnn-gnpTOPUMUHOYKCYCHOWM KUCIIOTHI.

CHEMISTRY OF 1,1-DIHYDRO-POLYFLUORONITROALKANES. 1. CHEMICAL TRANSFORMATIONS OF
2,2-DIFLUORONITROETHANE

V.I.Shkepu, O.l.Guzyr, N.P.Kolesnik, Yu.G.Shermolovich

The improved method of 2,2-difluoronitroethane synthesis has been proposed, the reactions of
this compound with nucleophilic (amines) and elerctrophilic (chlorine, bromine, acetyl chloride)
reagents have been studied. The chlorides and amides of N-hydroxy- and N-dialkoxyphospho-
ryl-difluoroiminoacetic acid have been synthesized.

XIMIS 1,1-AUrIAPOIMNOJTIOTOPOHITPOAJIKAHIB. 1. XIMIYHI TEPETBOPEHHS 2,2-AN®TOPOHITPOETAHY
B.l.lWWkeny, O.1.N'yaup, H.I.KonecHuk, KO.r.LLlepmosnoBny

3anponoHoBaHnV BAOCKOHaJIeHUi MeTos CUHTe3y 2,2-ANdTOpPOHITpOEeTaHy, BUBYEHI peakuii uyiei
CNoslyKu 3 Hykneo@inbHuMmu (amMiHn) Ta enekTpo@inbHUMmM (xa0p, 6pom, aueTunxiaopus) peareH-
Tamun. CuHTe3soBaHi xnopoaHrigpuan i amign N-rigpokcu- i N-giankokcugocpopun-gugpnyo-

POiMIHOOLTOBOI KucsoTHN.

CuHTE3 4acTUYHO (PTOPUPOBAHHBIX MOJIEKYJ SIB-
JITeTCs BaXKHBIM pa3aesioM COBPEMEHHOM OpraHnJec -
Ko xuMuu [1-2]. OmHUM U3 OCHOBHBIX HaIIpaBJIeHUI
TAKOro CUMHTE3a SIBJISIETCS] MCIOJIb30BaHME HOBBIX MPO-
CTBIX peaKIIMOHHOCIIOCOOHBIX MoJieKy.I (building blocks),
0a30BbIX UCXOMHBIX ISl TIOJIyYeHUSI COeAUHEHUIA 0O -
Jiee CJIOKHOTO CTPOSHUSI M, B TIEPBYIO O4epenb, 00a -
JaIIMX OMOJIOrMYecKoi akTUBHOCTHIO [3]. B HacTo-
siee BpeMsl U3YyYeHbl M MCIOJIBb3YIOTCS B CMHTETH -
YecKOl IpakTuke (ropcopepxkaliue OMITUHI-O0JI0-
KM, OTHOCSIIMECS K TaKUM KJlaccaM OpPTaHWYeCKHX
COCIMHEHUI KaK CIUPThI, albACTUAbI, KUCIOThI, aMU -
HBI, oniepuHsl, 1,1-gurnapononudTopaaKuICcyabou -
OBl [4-5]. B TO ke BpeMsI OCTalOTCSI ITOYTH HEM3YUeH -
HbIMU BO3MOXHOCTM CUHTETMYECKOrO MCIIOJIb30Ba-
Hus anudaTudeckux ropcoaepxKaiiix HUTPOCOSIU -
Henuii obmeit popmyasl XCF2CH2NO2 1. B HacTo-
s1ee BpeMsT M3BECTHBI METOIBI CMHTE3a TOJIBKO (QTO -
pupoBaHHbEIX HUTpo3TaHoB 1 (X = H(a),F (6)) [6] u
peakluy KapOOHWJbHBIX COEAMHEHUN C aHUOHOM,
reHepupyeMbIM u3 2,2,2-tpudTopHurposTtaHa 16 [7-8].

B Hacrosieit paboTe MBI MCCIeIOBaId peaklinuu
2,2-nudTopHUTpodTaHa la ¢ rajoreHamMu U XJIOPUC-

CH2=CHF + HFex +

Cxema 1

HNO,

TBHIM allETWJIOM B MPUCYTCTBMM OCHOBAaHU U HEKO-
TOpBIE TIpeBpaIIeHN 00Pa3yIOIINXCS IIPU STOM TIPO -
IYKTOB.

CoennHeHre l1a ObUIO MOJYYEHO MO MOAUMUILIM -
POBaHHOM HaMU MeTomuKe [6] u3 dropaTUIeHA, U3~
ObITKa 6€3BOJHOTO (PTOPUCTOrO BOAOPOIA U A30THOM
KHCJIOTHl B MIPUCYTCTBUU XJIOPUCTOTO TMOHUJIA, UC-
MOJIb3YEMOTO JIJIsI CBSI3bIBAHUS BBIACSIONIEHCS B XO-
Jle peakiuu Boabl (cxema 1).

ITpoBeneHue peakiimy MmyTemM NpuOaBiieHUsS BCex
KOMITOHEHTOB B HECKOJILKO MPUEMOB MTO3BOJIUJIO HAM
PE3KO COKPATUTh KOJIUYECTBO MPUMEHSIEMOTo (PTO-
PUCTOTO BOAOPOAA IO CPAaBHEHWIO C OMNMMCAHHBIM
paHee MeTOIOM [6] M TIOBBICUTBH BBIXOHI IIEJIEBOTO
nponaykra la (cM. 3KCIIEpUM. 4acTh).

2,2-JIncTopHUTPOITaH 1a JIETKO pearupyer ¢ Tpu-
3TUJIAMUHOM TIPM KOMHATHOM TeMIieparype, OMHAKO
OXHMIAaeMBI TIPOAYKT NETUAPODTOPUPOBAHUS 2 BBI-
JIeJIMTh He yaanoch. Peakiius MpuBOAUT K 00pa3oBa-
HUIO CMOJI000pa3HbIX NpoaykToB. B crektpe AMP
PO peaKkIMOHHOI cMecu HaOJIoAaIoTCs TOJIbKO CUT-
Han ¢ropua-uoHa. Ilo-BuaumMomMy, B Xoie peakLuu
MPOUCXOIUT JeruapodTopupoBaHue ojeduHa 5 ¢

_SCh , HCR,CHNO,

1a
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Cxema 2

Mocjenyolleil moauMepusalueid o0pa3yrolIerocs
aleTuieHa. AHAJIOTUYHBIA pe3yJbTaT ObUI ITOJIy4eH
HaMM IIpu npoBeAecHuM peakuuu la ¢ BuLi mim LDA
Jaxe npu -100°C. B cayyae ke MCHOJb30BaHUSI B
Ka4yeCTBEe OCHOBAHMS JTUANTKUIAMUHOB WIN II-TOJXYU -
IVHA €IMHCTBEHHBIMM BBIIEJICHHBIMU COCTMHEHUS -
MU OBLIM eHaMUHBI 3-4, 00pa3ylolecsi, BEpOsTHO,
u3 onedunHa 2. CoequneHue 3 (RoN = MeaN) Ob110
MOJIyYEHO paHee peakiiueil HUTpo3aTaHa la ¢ Tpume-
TWICUJIWIbHBIM 3()UpPOM NUMETWIAMUIA YrOJIbHOMU
KUCJIOTHI [9].

CJ10XXHOCTb IIPOTEKAHUS peakliMy coeIuHeHus 1a
C OCHOBaHUSIMU MOXKET OBITh CBSI3aHA W C aMOMIEHT -
HOCTBIO aHMOHA, 00pPa3yIONIErocsl IIPU OTPBIBE IIPO-
TOHA OT HUTpOATaHa la.

OTa aMOMAESHTHOCTh MPOSIBISIETCS TaKxKe MPU UC-
ClIeOOBAaHUN peaKLuil C 3JIeKTpoduIaMu pa3IndHON
npuponnl (cxema 2).

Hutpostan 1a He pearupyer ¢ XJopoM U 6poMoOM
MpU IJUTEILHOM BbIAEPXXMBAaHUU PAaCTBOPOB PEaKIIU -
OHHBIX CMeCell B IUXJIOPMETaHE WJIM YEeThIPEXXJIOPH-
CTOM yIJIepoJe Ipu KOMHATHOM TemIiepaType. Peak-
LIMA TIPOXOIST B NPUCYTCTBMM BOIHOTO pacTBopa
NaOH u npuBogsdT, He3aBUCUMO OT COOTHOILIEHUS
peareHToB, K 00pa30BaHUIO COOTBETCTBYIOIIUX M-
XJIOp- WIM TUOPOMHMUTPOITAHOB 5a,0. BmecTe ¢ Tem
peakuysi C XJIOPUCTHIM aleTWIOM B IPUCYTCTBUU
TPUATWIAMMHA TIPUBOAUT K OOPa30BaHUIO TOJBKO
nponykra O-aluInpoBaHUSI — MMUIOWIXJIOpUAa 6.
B03MOXHEBIN MeXaHU3M MPOTeKaHUS PeaKIUM TIpe -
CTaBJIeH Ha cxeMme 3.

Crenyer OTMETUTh, YTO peakuus 2,2,2-TpudTop-
HUTpPO3TaHa 10 ¢ XJIOpUCTHIM O€H30MJIOM B aHAJIOT Y -

10

HBIX YCJIOBUSIX TIPUBOIUT K 00pa3oBaHMI0 N-THUIPOKCH -
TpudTopaueTuMuaon xjaopumga [10].

ITono6HO He(TOPUPOBAHHBIM O -XJIOPHUTPOATIKA-
HaMm [11-12] 1,1-guxnop-2,2-n1ubTOpHUTPOITAH Sa
pearupyeTr ¢ U30BITKOM TPpHAIKUI(POChHHUTOB ¢ obpa-
30BaHuEM (HOCHOPUIMPOBAHHBIX TPOUZBOIHBIX XJIO -
PaHTUIPUIOB T'MIPOKCAMOBBIX KUCIOT — UMUIOWI -
xJjopuaoB 7a,0 (cxema 4).

Ha mepBoit crammm peakiiiu, ITO-BUANMOMY, B
pesyibTaTe XJopoduIbHOM aTaku (hochOpHBIM HYK -
Jieo(UI0M MTPOUCXOAUT oOpa3oBaHue aHMoHa 8. Omn-
peneeHHBIM TTOATBEPKIACHUEM 3TOTO MOXKET CIIy-
KUTb TOT (PaKkT, YTO MPOBeAEeHUE peaKIMU B MIPUCYT -
CTBUM METaHOJIA MPUBOAUT K O0OpPa30BaHUIO TOJbKO
2,2-npudTop-1-x10pHUTpOITAHA 9.

CoennHeHus 7a,0 SIBISIOTCS TPEACTaBUTENSIMU
HOBBIX THUIOB (HocHOopUINPOBAHHBIX MUMUIOUIXIIO-
PUIOB — MPOU3BOAHBIX (hTOpCcomepKalINX anudaTu -
YeCKMX I'MAPOKCAMOBBIX KUCIOT. PaHee ObLI onmucaH
TpudTOpMeTUIICONEpXKalUii nMuaownxiaopua 10, mo-
JIydeHHBIA u3 1,1-muxiop-2,2,2-Tpru¢TOpHATPO303Ta -
Ha 11 [13] (cxema 5).

ITonyyeHHbIe (pTOpCOaEpKAIIE UMUIOWIXIOPH -
Jbl 6 1 7 IpeACTaBIsIIOT HECOMHEHHBIN MHTepeC ISt
MPUMEHEHUS B CUHTETUUECKOM MPAKTUKE, YIUTHIBASI TO
3HaUeHUE, KOTOPOE UMEIOT IMTPOU3BOAHBIE TMIPOKCAMO -
BBIX KMCJIOT KaK OMOJIOTMYECKH aKTUBHBIE COCIUHE -
Hus [14-15]. MBI ucciienoBaiy HEKOTOPHEIE MX XUMMU -
yecKue MpeBpalleHus.

Mmvunonxiiopuasl 6 1 7 — TepMUYECKM U TUAPO-
JIUTUYECKU CTAOWIbHBIC COCOTUHEHUSI, HE M3MEHSIO -
muecs npu KpatkoBpemMeHHOM (10-15 MuH) KOHTaK -
T€ ¢ BOJIOW NMPU KOMHATHOU Temmeparype. [1pu Bbl-
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Cxema 3

Cxema 4
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Cxema 6
NOH
4
12 + RRNH ——> HCFC
NRR'
13a,6,B,r
R=R'=H( ) R=R =Et (0);
R=tBu, R =H(B); R=Tol, R =H ().
Cxema 7

JepXUBAaHUU COCAUHEHUSI 6 ¢ METaHOJIOM B MPUCYT-
CTBUM KaTaJIUTUYECKUX KOJIMYECTB CEPHOU KUCIOTHI
C KOJIMYECTBEHHBIM BbIXOJOM 00OpazyeTcss UMUIOWII -
xjgopua 12. B aHamoruuyHbix ycaoBusx ¢ochopuiib-
Hble UMUJIOWIXJIOPUJBI U3MEHSIOTCS JIMIIb HE3HAUM -
TeJbHO 1 oOpa3oBaHMe coenuHeHus 12 B peaklMOH-
HOI cMecH ¢ BBIXoOoM oKojio 10% 3acukcmpoBaHO
Jmis MeTogoM criekrpockonuu IMP “F (cxema 6).

CoeauHenue 12 jerko pearupyeT ¢ aMMUaKOM U
aMuHaMmu ¢ obpa3oBaHueM amuaoKcuMoB 13a-r (cxe-
ma 7).

Ecau xe B peakluio ¢ aMMHUaKOM WJIM aMUHaMU
BBOIUTCSl allMJIMPOBAHHBIA WUMUAOWIXJIOpUIL 6, TO

6 + RRNH —> 413a68Br + AcNRR
R=R'=H (a); R=R =Et (6),
R=1tBu R =H (g); R=Tol, R =H(r).
Cxema 8
0
N——OP(OEt)
/ 2
7a + RRNH — HCF,C
NRR'
14a,0Br
R=R'=H(a); R=R'=Et (6);
R=1Bu,R'=H (8); R=Tol, R =H (r)
Cxema 9
I
R
/
N—OF.
7 SR
CH,C
AN
NM62
15a,6,B,r
R =CHjg, R= OPh(a); R = R =OFEt (6);
R =CHs, R= OEt(8); R = R =OPh(r).
Cxema 10

12

MPOUCXOIUT HE TOJBKO 3aMEIIEHUE aTOMa XJIopa, HO
u pacuerieHue cBsa3u O—auwn. B pesynbrate B
peakiIMOHHOI cMecu o0pa3yeTcsi CMeChb COOTBETCTBY -
OLIMX aMUJIOKCUMOB U alleTaMUJIOB, YTO 3aTPydHSIET
BbIJIEJICHNE MHAMBUAYAJIbHBIX IPOAYKTOB (cXxeMa §).

B oTninuue oT 6 peakiinu coequHeHUs 7a ¢ aMMU-
aKOM ¥ aMUHaMU MPOTeKAaloT ¢ 3aMelEHUEM TOJIbKO
aToMa XJiopa U MPUBOAST K obpasoBaHuIo ochopu -
JIMPOBAHHBIX aMl/Iﬂ,OKCI/lMOB 14a-r (cxema 9).

B cnexrpax AMP H Becu F pPacTBOPOB CoOE-
nuHeHuii 136,8 146, B L[eMTepomopod)opMe, a Tak-
ke B crnektpax AMP F PacTBOPOB 3TUX COEAUHE-
HUI B IM3TUIOBOM 3(purpe, OeH30J1e, UeThIPEXXJI0PU-
CTOM YIJIEPOJE U HUTPOMETaHe HabJogaeTcsl ABO-
HOW HabOp CUTHAJIOB COOTBETCTBYIOLLIUX sSAep (CM.
9KCHepuM. 4acTb). [IpuumHa 3TOro 3akKiaroyaeTcs,
MO-BUIMMOMY, B CYLIECTBOBAHUW 3TUX COCAMHEHUNA
B BUJI€ CMECU CUH- U aHTU-U30MEPOB, MPUYEM aHTU-
n3zomMepnl coenquHeHuii 136, 146 npeodiagatoTt. Ta-
KOl BBIBOJ MbI CAeJIaiiv, UcXoasl U3 aHanuza SIMP-
CIEKTPOB 3TUX COENVUHEHUU W YUYUTbIBasl NaHHbIE
paboThl [16], cOrJIacHO KOTOPBIM JISI aHTU-U30MEPOB
coeMHeHUN 15a-r curHajabl MPOTOHOB (hparMeHTa
H-C-C=N Haxogsrcsi B 60jiee CUJIBHOM T0JIe, YeM
IJI1 CUH-U30MepoB (cxema 10).

3KCﬂepI/IMEHTaJ1bHaﬂ 4acTb

Cnekrtpol AMP "H u F sanucaus na npudope
Varian VRX-300 ¢ paboyMmu yactotamu 299 9 u
188.1 MTI'1 COOTBETCTBEHHO. CHeKTpLIHMP 3C 6bI-
J1 3anucaHbl Ha ipubope Bruker Avance 400 (pa6o-
qaﬂ yactora 100.62 MTI'r), XuMu4ecKkure CIBUTH SIIEP

'H u B¢ IaHbl B mIKaje & oTHocurerbHOo TMC B
KayecTBe BHYTPEHHEro cTaHaapTa, B kauecTBe BHYT-
peHHero craHgapTa Ha sapax ~F HCIoib30BaICs
Ce6F6 (OF = -162.9 M.1. OTHOCUTEJILHO CUTHAJIA OF g
CCIl3F), 3HaueHMsI XUMWYECKIX CIBUTOB JaHbI B IIIKAJIE
0 otHocutenbHo CCI3F.

2.2-Iucdropaurpoatan la. Tpéxropiyio TepioHO-
BYI0 K0JIOy o0bemMoM 500 MJ1, CHAOXKEHHYI0 MarHuT -
HOH MellalKkoi, BHYTPEHHUM TEPMOMETPOM C Ted-
JIOHOBO#1 My(PTOI1, INTACTUKOBOM TPYOKOI1 11711 6ap0O -
TUPOBAHUSI U CUETYUKOM IYy3bIPBKOB C KOHLEHTPU -
POBAaHHOM CEpHOM KMCJOTOM, 3aIIOJHAOT AprOHOM U
oxnaxparot 10 -40°C. B ko10y momMeraior 66 r (66 mi,
3,30 Moub) Xuakoro (GTOpUCTOrO BOAOPOJA W IPU
TeMmIiiepaType B peaktope He Bbile -30°C (ocToOpoxX -
HO, BO3MOXHO OypHOE€ BCKUIAHWE) JO0ABISIOT HE-
6onpimMu nopusamu 20,8 T (13,6 mi, 0,33 Moib)
100% a3zoTHOi KMCIOTBI M 3aTeM 26,2 T (16,1 M,
0,22 Moab) xsopucroro TuoHuwia. ComepKuMoe pe-
akTopa oxjaxnawoT 10 -60°C, mpomyBasi CyXuM apro-
HOM B TeueHue 15 MuH. Yepe3 peakKLIMOHHYIO CMeCh
Mpu MepeMelIuBaHUM 0apOOTUPYIOT B TeueHue 1 4
¢dropucteiit BuHua (10 r, 0,22 Mosb), noaaepxuBas
TeMIlepaTypy B peakTtope B mHTepBaje -60 — -50°C.
ITocne okoHyaHus1 6apOOTUPOBAHUS PEAKIIMOHHYIO
cMech nepemelnuBatoT 0,5 4 mpu TOM Xe TeMIepary -
pe. K peakiinonHoi cMecu nooasistior 4,4 1 (4,4 mi,
0,22 Mob) xunkoro HF, 13,9 r (9,1 mu, 0,22 Mosb)
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100% HNO3, 26,2 r (16,1 mur) SOCI2 u mporycKamoT
BTOpyIo nopuuto BuHuiadropuaa ((10 r, 0,22 Mob)
npu -60 — -50°C. Bech IMKII TTOBTOPSIOT €llé pas,
PEakIIMOHHYIO CMECh BBIIepKUBaroT 2 4 Tipu -60°C u
BbUIMBAIOT X00JHOU Ha 300 T M3METbYEHHOTO JIbJA.
IMocne HarpeBaHMS MOJMYYEHHOUW CMECU OO KOMHAT-
HOM TeMmepaTypsl 2,2-Tu¢GTOPHATPOITAH SKCTPATH -
PYIOT XJIOPUCTBIM MeTmieHoM (4x100 mi), oobeau-
HEHHBIE 9KCTPaKThl MPOMBIBAIOT Bomou (3x200 mur),
cymar cyabdaroM maraus. PacTBopuTeslb OTTOHSIIOT
pu aTMochepHOM IaBJICHUH ¢ KOJIOHKOU Burpe, He
noaHuMas Temmnepatypy B 6aHe Boiiie 70°C. OcraTtok
dpakunonupyor B Bakyyme. T.kum. — 45-46°C
440 MM pT. cT.). Beixonq — 47,7 1 (65%) Cnextp AMP
H (CDCl3), 8, m.a.: 4.76 ot (2H, JHF 12.2 Tn,
JHH = 4.5 I'u, CH»), 6.41 1t (1H, qu = 54.1 I'l,
JHH = 4.5 T'u, CHF,). Cuextp AMP *“F (CDC13)
0, m.a.:. -124.29 nr (2F, 2JEH = 54.1 I, 2JEy =
12.2 Tu, CHFy) [17].
1.1-Iuxnop-2.2-mudropuutpoatad 5a u 1.1-audpom-
2.2-macropaurpoaran 56. K pacteopy 11,1 r (0,1 Mosnb)
1a B 100 ma xsopucroro metuieHa npu -5 — 0°C u
nepeMelMBaHiK proarsoT pactBop 18,5 r (0,26 Monb)
xjopa B 300 MJ1 XJIOPUCTOrO METUJIEHA WU PacTBOP
32,0 r (0,2 Moab) 6poma B 100 My XJIOPUCTOrO Me -
TIJIeHA. 3aTeM 110 KarwisiMm 1ipu -5 — 0°C mpuOaBisiioT
16 T (0,4 Moab) runpookcuna Hatpust B Buge 20%
BOJAHOTO pacTBopa. CMmech MepeMelInBaloT 3 4 mpu
0°C u ocTaBISIOT Ha HOYb ITPU KOMHATHOU TeMIepa -
Type. OpraHMYeCcKuil CJIOH OTHEJSIOT, IIPOMBIBAIOT
Bogoit (4x100 mu), cymatr NazSO4, pacTBOpUTENb
OTTOHSIIOT MPU aTMOC(EPHOM HaBJIEHUM, MCIOJb3YS
30 cMm kosoHky Burpe. OctaTtok (pakiiMmOHUPYIOT B
BaKyyMe.
1.1-Inxnop-2.2-guropuurposran Sa. T.xkun. —
36-37°C (50 MM pT. cr.). Beixom — 12,4 1 569%)
Cnextp AMP "H (CDCl3), 9, MI[ 643 T (1H JHF =
54.5 T'n, CHFzg Crnextp IMP PF (CDCl3), 6, m.n.:
-126.00 o (2F, “JHF = 54.5 T'u, CHF?). HaI/meHo %:
C 13,30; H 0,55; Cl 39,00; N 7,72. C2HCIhF20..
Beruucaeno, %: C 13,35; H 0,56; C1 39,41; N 7,78.
1.1-/Iuopom-2.2-mudpropaurposran 56. T.xkum. —
48-49° C (40 MM pr. cT.). Beixog — 14 1 (52%). CneKrp
IMP 'H (CDCl3), 8, M.o. 6 32 (tr, 1H, 2 =
54.8 T, CHF23 Cnekrp aMP PF (CDC13) 0, M.II.:
-121.00 x (2F, “JHF = 54.8 I'u, CHF?). Hatineno, %:
C 8,88; H 0,36; Br 59,37; N 5,19. C2HBnnF20:.
Beruucieno, %: C 8,94; H 0,37; Br 59,44; N 5,21.
Peakuus 2,2'-1u¢TOPHUTPOITAHA C IEPBUYHBIMH U
BTOPHYHbIMHM aMuHamMu. O0mas meroauka. K pactsopy
13,51 MMOIb IIEPBUYHOTO JIMOO BTOPUYHOTO aMUHA B
10 mn 6e3BogHOTO AU3THIOBOrO 3dupa npu 0°C u
nepeMelBaHuy pubasisor pactBop 0,5 1 (4,5 MMOJIb)
2,2'-nuTOpHUTPOITAHA B 2 MJI 0€3BOAHOIO JUAITHU -
JI0BOTO 3(hurpa. PeakimoHHYyIO cCMeCh TTepeMeITNBarOT
12 4 mpu KoMHaTHO#1 Temmneparype. Ocagok GTopu -
CTOBOJOPONHON COJMM aMWHA OTOUIBTPOBHIBAIOT,
¢dunbpTpar ymapupaloT B Bakyyme 10-20 MM pT. CT.
npu 25-30°C. B ocratke eHaMuHbl 3,4, He TpeOyiO-
1Ke JOTOJTHUTEbHON OUMCTKMU.

N-(2-HutpoBrHIT) -IM3THIAMEH 3a. BbIXO,U, —056r
86%). T.mmn. — 36° C [18]. CiekTp AMP "H (CDC13)
6 M.I.: 123T(3H JHH=73Fu, CH3) 1.31 T (3H,
S = 7.3 I'u, C 33) 3.22 xB (2H, S = 7.3 I,
CHz) 340kB 2H, "Jup =73 Fu, CHy), 6.70 o (1H,
3JHH = 10.9 I'm, CH), 8.15 1 (1H, 3an =109 I'u, CH).

N-(2-HwurpoBunnn) - mpem-0yTuaamMux 4a. BLIXO,Z[ —
0,32 1 (49%). T.mn. — 74°C [19]. Cnekrtp HMP 'H
(CDClI3), 8, m.in.: 1.38 ¢ (9H, CH3), 6.49 n (1H, 3K =
5.8 T'm, CH), 6.89 nn (1H, 3JHH = 14.4 I, 3JHH =
5.8 Tu, CH), 9.41 ¢ (1H, NH).

N-(2-Hutposunun)-n-toamnamun 46. K pactBopy
1,6 r (15 Mmomb) n-tonyuarHa B 10 M 6e3BOIHOTO
IUATWIOBOro 3¢upa MpUOABIAIOT IO KaIUIIM IIpU
nepeMeruBanum pactsop 0,55 r (0,5 MMoJIb) HUTPO -
aTaHa la B 5 M1 6e3BomHOro adupa. PeakiimoHHyo
cMech KUITATAT 12 4. BeinmaBiumit ocagok oThUIbTPO -
BBIBAIOT, IIPOMBIBAIOT BOIOM (2X5 MJI), BEICYILIMBAIOT
B Bakyyme 10-20 mMm pt. cT. mpu 35-40°C u mepe -
KPUCTAJIJIM30BBIBAIOT U3 YETHIPEXJIOPUCTOTO YIJIepo -
ma. Beixom — 0,23 1 (26%) T.or. — 129-130°C
(CCly). Cnextp HMP H (CDCl3), o, m.a.: 2.35 ¢
(3H, CH3) 6.64 m (1H, 3JHH = 6.0 I'm, CH), 7.02
(2H, SJHH = 8.40 I, ArH% 7.20 n 2H, "JHH =
8.40 T'u, ArH), 7.27 1 (1H, °JHH = 6 0 T'u, CHN),
10.11 ¢ (1H, NH). Cnexkrp JAMP B¢ (CDCl), 9,
m.4.:. 20.90 (CH3), 112.39 (NCH), 117.23 (o0-Ar),
130.23 (m-Ar), 135.65 (i-Ar), 136.20 (n-Ar), 138.69
(C-NO»). Haiigeno, %: C 60,58; H 5,53; N 15,69.
C9oH19N203. Beruncneno, %: C 60,66; H 5,66; N
15,72.

N-ruapokcuaudTopaneTumuaonaxjopua 6. K ox-
naxnaeHHou 1o -60°C cmecu 33,3 r (0,3 Monb) HUT-
posrana la u 47,1 r (0,6 Mosp) aueTWIXIOPUIA B
500 M1 0€3BOMHOIrO AMATUIIOBOTO 3(upa IpudaBiIs -
10T TIO KaIlIIM MpH TTepeMelInBaHuu pactBop 60,6 T
(0,6 Monb) TpustminamuHa B 100 M1 6e3BoIHOTO 3¢ -
pa, moaaepxXuBasl TeMIepaTrypy B MHTepBaie -50 —
-60°C. Cmech nepememnBaoT 30 MuH nipu -60°C u
MOCTEeNEHHO HarpeBaloT J0 KOMHATHOW TemIiepary-
pbl. OcamoK XJIOPUCTOBOJOPOAHON COJIM TPUATHJIA-
MMHa OTGWIBTPOBBIBAIOT. PWIBTpPAT yHapuBaloT B
Bakyyme 10-20 mm pT. cT. 10 1/3 o6bemMa, ocTtaTok
npomeiBatotr 30 mu 10% pactBopa NaxCO3 u Bomoit
(2x30 M), cymat Hag Na2SO4, pacTBOpUTEb YIS -
10T B Bakyyme 10-20 MM pT. CT. M OCTaTOK BBIAEPKHU -
BatoT 1 4 B BakyyMme 0,06 mm pT. ct. ipu 20-25°C. B
JIOBYIIKE, OXJIAXKAAEMOM KUIKUM a30TOM, KOHIEHCH -
pyercs l/lMI/I[lOl/lJl xyopun 6. Beixon — 20,6 T (40%).
CneKTpHMP H(CDC13) O, M.IL. 230c(3H CH3),
6 32 T (1H, 2JHE = 54.8 Fu, CHFz) Cnexktp AMP

Pf (CDCl3), 0, m.n.: —120 23 1 (2F, 2JHE = 53.4 I,
CHF?). Cnektp HMP e (CDCl3), &, m.a.: 1891 ¢
(CH3) 109.22 1 ( er =2435 I'u, CHF?2), 14142 1
( 2JcF = 33.1 I'u, C=N), 166.00 (¢, C=0). HaiineHo,
%: C 27,94; H 2,15; C120,61; N 8,11. CoH2CIF2NO.
Brruncieno, %: C 28,01; H 2,35; Cl120,67; N 8,17.

N-musToKcudochopui-audTopane THMUIOMIXJIOPUT
7a u N-gumerokcudochopua-audropaneTMMuIouI-
xjaopun 76. K oxmaxagenHomy mo -60°C pactBopy

13
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27,0 r (0,15 Monb) coennHeHus 5a B 250 mu1 xjiopuc-
TOTO METWJIEHA TPU TIepeMeIIMBaHUN TPHUOABSIIOT
pactBop 50,0 r (0,30 Moab) TpUATHI- WA TPUME -
tuiipochura B 250 M XJIOPUCTOrO MeTUJIeHa, MO -
JepXKuBasi Temiieparypy B mHTepBajie -60 — -50°C.
Cwmech nepemermnBaior 30 muH mipu -60°C 1 ocrtaB-
JITIOT Ha HOYB ITpU KOMHATHOM TeMIeparype. PacTtBo-
putenb ynapupaloT B Bakyyme 10-20 MM pT. CT. nipu
20-25°C u ocTaToK IeperoHsioT B BaKyyMe.

N-musTokcudochopui-audTopane THMUIOMIXJIOPUT
7a. CMecb cuH- U awmu- U30MEPOB B COOTHOIIEHUU
25:75. Bexom — 67%. T.kum. — 82-84°C (0.07 MM
pT. ct.). Haitneno, %: C 27.08; H 4.09; C1 13.29; N
5.21; P 11.62. C¢H11CIF2NO4P. Brruucieno, %: C
27.13; H 4.17; C1 13.35; N 5.27;] P 11.66.

CuH n30Mep. Cnextp AMP "H (CDCIl3), 3, M.x1.:
1.37 T (6H, °JuH = 6.9 I'u, 2CH3), 4.28 M (4H,
2CH2) 6 85T (1H, 2J4F = 53.6 I'n, CHF?). CneKTp
SAMP F (CDCl3), 9, M.o.: —124 33 o (2F, 2JuE =
53.6 T'u, CHF?). CHeKTp aMP 3'p (CDCl3), 6, M.n.
-0.91 m. CneKTp 3C HMP (CDCl3), 8, m.a.: 16.08 ¢
(CH3), 65.66 n (CHa, SJcp = 63 Fu) 108 95 1
(CHF,, JCF = 244.0 T'm), 143.20 to (CN, 2JcF =
32.5 I'u, Jcp = 16.1 I').

Anmu- nsomep. Cnexktp AMP 'H (CDCl3), &, m.1.:
1.37 T (6H, SJHH = 6.9 I'u, 2CH3), 4.28 M (4H,
2CH2)T 6.29 T (1H, 2JHE = 53.4 I'u, CHF?). CneKTp
IMP PF (CDCl3), o, m.m.: -119.39 1 (2F, 2JHE =
53.4 T, CHF2). Criexrp IMP 3'p (CDCl3), &, M.n.:
-0.55 M. Cnektp AMP C (CDCl3), &, m.x.: 16 08 ¢
(CH3), 65.95 m (CHa, SJcp = 6.0 Fu) 108 95 T
(CHEF, JCF = 244.0 T'), 143.20 ™o (CN, JCF =
32.5 T, Jcp = 16.1 I'r).

N-aumeTokcudocdopui-audropane THMAIOUIXIIO-
pua 76. CMech CMH-aHTH-U30MEPOB — B COOTHOIIIE -
Hum 60:40. Berxon — 62%. T.xun. — 75-77°C (0,06 mm
pT. c1.). Haiineno, %: C 20.19; H 2.89; Cl 14.81; N
5.87; P 13.05. C4H7CIF2NO4P. Brruucneno, %: C
2023 H 2.97; Cl 14.93; N590 P 13.04.

CuH nsoyep. CriekTp 'H amp (CDCl3), 9, M.n.:
3.83 m (6H, SJpu = 11.1 I'u, 2CH3) 6.82 1 (1H, 2JHF
= 53 0 T'u, CHF). CneKTp Br amp (CDCl3), o,

:-125.00 x (2F, 2JHE = 53.0 I'm, CHF3). Crrektp
P SIMP (CDClI3), 8, Mm.a.: -0.14 M.

Anmu- nsgmep. Crexktp '"H amP (CDCl3), &, m.1.:
3.69 m (6H, 3JpH = 10.5 I, 2CH3) 6.29 T (1H, 2JHF
= 531 I'm, CHF?). CneKTp UF amp (CDCl3), o,

:-120.20 1 (2F, 2JuF = 53.1 I'u, CHF?). Cnektp
P HMP (CDCl3), 6, m.m.: -2.70Mm.

1-Xnop-2.2-nudrop-1-uutposran 9. K pactBopy
4,5 r (25 MmMoib) coenrHeHus 5a B 50 M1 XJIOPUCTOTO
MeTujeHa npubasisgoT 1 M1 abCOMIOTHOTO METAHO -
Ja. PeakimoHHyto cMech oxnaxnaaroT 10 0°C u npu-
GaBigioT 1Mo KaruisiM pactsop 7,6 T (0,1 Mob) Tpu -
stunadocduTa B 25 MIJI XJIOPUCTOTO METUJICHA, BBIIAEP -
xkuBasi Temrieparypy 0 — -5°C. CMmech nepemeninBa-
10T 30 MUH TIpU KOMHATHOM TeMIiepaType M Iepero -
HSIIOT IIPU aTMOC(epHOM HaBlIeHUHU, cooupast ¢pak-

LA C TKI/IH 107-108°C. Beixom — 1,2 1, §33%
Criektp "H amp (CDCl3), 8, m.m.: 6.11 ,Z[T(IH JHH =

14

10.8 T, 3JFH = 3.9 I'u, CHCI), 6.29 a1 (1H, 2JuE =
54.0 I'm, 3THF 3.9 I'u, = CHF?). Cnextp ~“F SIMP
SCDC13) O, M.I.: 0A -123.56 (1F, nm JaB = 295 I'm,
JHF = 54.0 I'u, dB -130.68 (1F, nmox JAB = 295 I'n,
2J4F = 54.0 T, *JyF = 3.9 Tu) CHF> . Haiinero, %:
C 16.40; H 1.09; Cl 24.01; N 9.54. C2H2CIF2NO:2.
BbI‘{I/ICJ'ICHO, %: C 16.51; H 1.39; C1 24.37; N 9.63.

N-T'napokcu-mudropanerumunonaxiaopun 12 [20].
K pactBopy 4,3 r (25 MMOJIb) coequHeHUsT 6 B 35 M
a0COJIIOTHOTO MeTaHoJIa, IPUOABIISIOT KaIUIIO KOHII.
CEpPHOI KMCIIOTHI M OCTABJIAIOT Ha 24 4 TIpU KOMHAT -
HOHl TeMmepaType. MeTaHOJ ynapuBalOT B BaKyyMe
10- 20 MM pT. CT. IpU KOMHaATHOM Temmnepatype. Oc -
TaTOK BBIACpKUBAIOT B Bakyyme 0,06 mm pt. cT. B
JIOBYIIIKE, OXJTaXXKIaeMOM KUIKIM a30TOM, coanaeT—
ca xnopug 12. Beixog — 3,0 v (93%). CHeKTp 'H
SMP (CDCl3), 6 g MoAL: 6.19 T (1H, 2JH1: = 53.1 I'u,
CHFz) CneKTp °F IMP (CDCl3), &, m.m.: -119.23
1 (2F, 2JHE = 53.7 I'm, CHF?). Haitneno, %: C 18.41;
H 1.39; CI 27.30; N 10.78. C2H2CIF2NO. Bblqncne—
Ho, %: C 18.55; H 1.56; CI 27.38; N 10.82.

Amun audTopaneTruaporkcaMmoBoii Kucaotsl 13a.
Yepes pactBop 1,9 1 (15 Mmoisib) coenuHeHusi 6 B
25 M1 0e3BOIHOI0 AMATUIIOBOTO 3¢pupa npu -5°C u
nepeMelInBaHuM 0apOOTUPYIOT Ta3000pa3HBI aM-
MMaK 10 TIpeKpalieHns BhIManeHUsT OcanKa XJIopuaa
aMmoHust. Ocamok OT(WILTPOBEIBAIOT, (PUIIETPAT yIia -
puBatot B Bakyyme 10-20 mm pt. ct1. ipu 20°C. Coe -
nuHeHue 13a noayyaror ¢ppakKIMOHMPOBaHUEM OCTaTKa
B Bakyyme. T.kumn. — 42-43°C gO .05 MM pr. cT.). BoI-
xom — 0,50 r (30%). Crrektp 'H HMP (CDCl3). o,
M. 480 ¢ (2H, NH»7), 5. 96 1 (1H9, 2JHF = 534 I,
CHF»), 8.04 ¢ (1H, OH) Crektp “F AMP (CDCl3),

3M J:-123.90 o (2F, JHF = 53.4 Tu, CHF?). Cnektp

C AMP (CDCl3), 9, M4 110.59 T (CHF2, Jcr =
240.4 T'm), 147.90 T (CN, 2JcF = 26.2 I'm). Hatineno,
%: C 18.49; H 1.39; CI 27.33; N 10.79. C2H4F2N70.
Beruucneno, %: C 18.55; H 1.56; Cl 27.38; F 29.34;
N 10.82.

N, N-JImamuinavun 1udyTopaneTruapoKCaMOBOii KHC-
Jgotel 130. K oxnmaxnenHomy no -5°C pactBopy 1,9 r
(15 mmoub) coenquHeHust 6 B 15 M1 6e3BOIHOTO AUITU -
JIOBOTO 3(urpa npruOaBJISIOT MO KaIUISIM pacTBop 2,2 T
(30 mMoub) guatTiiiamMmuHa B 10 M1 6e3BogHOrO 3(pu -
pa. CMechb TepeMellIMBaoT 3 4 IpU KOMHATHOM TeM -
TepaTtype, XJIOPUCTOBOIOPOIHYIO COJTb AUATUIAMUHA
OT(GMIBTPOBBIBAIOT. PacTBOpUTEh yIapmuBaoT B Ba-
kyyme 10-20 MM pT. CT. Ip¥ KOMHATHOM TeMmepary -
pe. @pakIIMOHUPOBAHUEM OCTAaTKa B BaKyyMme IOJY-
yarT coenuHeHue 130 B Buae cMeCu CMH-aHTH-M30-
MepoB B cooTHomreHun 40:60. Berxon — 0,97 1 (39%).
T.xkun. — 46-48°C (0.06 MM pr. ct.). Haiineno, %: C
43.30; H 7.21; N 16.83. C6H12F2N20. Brruucieno, %:
C4337 H728 N 1686

Cun- I/I3OMep CrexTp 'H amp (CDCl3), 6 M.I.:
1.151 (6H, =72 I, 2CH3) 3.22 kB (4H, STan =
7.2 Tu, 2CH), 7. 14 1 (1H 2JHE = 54.0 I'u, CHF?),
8.45c (1H, NHQ Cnekrtp 9F SAMP (CDCl3), d, M.1.:
-126.74 1 (2F, 2JuF = 50.4 [, CHF»). Criektp 15C
AMP (CDCIl3) d m.io.: 12.42 ¢ (CH3), 42.43 ¢ (CH»),
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114.27 T (CHFy, JcF = 243.8 T'n), 151.91 1 (CN, Ycp=
21.3 T'm).

Aumu- 1/130Mep CrexkTp 'H smP (CDCl3), MIL 0:
1.12 T (6H, SJHH = 7.2 I, 2CH3), 3.41 x (4H, SJHH =
7.2 Tu, 2CH2), 5. 94 1 (1H 2JHF = 54.0 I'u, CHF?),
8.45 ¢ (1H, NH). Cnektp 9F AMP (CDCl3), 9, Mg
-116.85 n (2F, “Jgr = 54.0 I'u, CHF3). Cnektp
SAMP (CDCI3) 6 m.a.: 14.40 ¢ (CH3), 44.48 ¢ (2 H2)
106.25 T (CHF2, Jcr = 242.9 T'u), 146.39 1 (CN, “JCcF =
24.5 T'm).

N-mpem-byrunamun 1 TOpaneTIHIPOKCAMOBOI KHC-
gotbl 13B. IlonyyeH MO aHaJIOTMYHONM METOAMKE U3
TpeT-0yTrinamuHa. CMech CUH-aHTU-U30MEPOB B CO-
otHoweHuu 27:77. Beixox — 36%. T.xkumn. — 52-53°C
(0,05 mM pr. ct.). Haiigeno, %: C 43.30; H 7.22; N
16.78. Ce¢H12F2N20. Brruucneno, %: C 43.37; H
7.28; N 16.86.

CuH nzomep. Crnexkrp '"H amp (CDCl3), o, M.n1.:
1450(9H 3 CH3), 5. 45 ¢ (2H, OH, NH ,081T
(IH, JHF 53.4 Tu, CHF»). CneKTp F AMP
(CDCl3), 9, M. -126.54 n (2F, 2JHE = 54.0 I,
CHF). CneKTp 3C AMP (CDCl3), o, m.a.: 28.39 ¢
(CHs3, t-Bu), 52.59 ¢ (C, t- Bz) 106.148 T (CHF2, JcF
=242.4 T'n), 149.73 1 (CN, “JcF = 25.1 ).

Anmu-uzomep. Cnexktp "H AMP (CDCIl3), &, m.x:
139c(9H 3 CHz3), 5. 45 ¢ (2H, OH, NH 610T
(1H, 2JyF = 53.4 I, CHF>). CneKTp F AMP
(CDCl3), 9, ML -118.21 o (2F, 2JHE = 53.4 I,
CHFy). CneKTp 3C AMP (CDCl3), 6, m.o.: 31.18 ¢
(CHs3, t-Bu), 52.59 ¢ (C, t- Buz) 112. 148T (CHF2, Jcr
= 242.4 T'm), 148.41 1 (CN, “JcF = 25.1 I'm).

N-n-Tomanamun mudTopaneTrHaApoOKCaMOBO KHC-
Jgotel 13r. K oxnaxnenHomy go -5°C pacteopy 1,9 r
(15 mmoub) coenuHenus 4 B 15 mu1 6€3BOJHOTO I3 -
TUJIOBOrO 3dupa MpuOaBsSIOT MO KaruisiM pacTBOp
3,2 r (30 MMoJib) TI-TOJlyUAMHA B 10 MJI TM3TUIIOBOTO
a¢upa. CMmech IepeMelnBaloT 48 4 mpyu KOMHATHOM
TeMITepaType. XJIOPHUCTOBOIOPOIHYIO COTb TOTYUIM -
Ha OT(MUIBTPOBBLIBAIOT, (PUIBTpAT yIapuBawT B Ba-
kyyme 10-20 MM pT. CcT. ¥ coeauHeHre 13r ouMIamT
KpUCTaJIn3anueii u3 auaTuiaoBoro 3gwupa. T.on. —
75-76°C. BLIXOI[ — 3,6 T (60%).

CrexTp H SAMP (CDC13) o, m.a.: 2.34 ¢ (CH3),
6.07 1 (1H, JHF = 52.5Tu, CHF), 6.84 ¢ (1H, NH)
7.09 n (2H, 3JHH = 8.4 Fu, ArH), 7.14 o (2H, 3JHH
= 8.4 I'lm, ArH) CHeKTp °F AMP (CDCl3), 9, Mg
-119.20 o (2F, 2JHE = 52.5 I'u, CHF7). Crrextp
AMP (CDCI3), o, m.o.: 20.98 ¢ (CH3), 11093 T
(CHF2, Jcr = 241.4 Tu), 125.18 (0-Ar), 129.57 (m-
Ar) 134.51 (i-Ar), 135. 96 (p-Ar), 146.416 T (CN,

2JcF = 23.90 I'm). Haitmerno, %: C 53.91; H 4.94; N
13.93. CoHoF2N20. Brruuciaeno, %: C 54.00; H
5.04; N 13.99.

N-JIusTokcudochopui-audropanerumuaamun 14a.
Yepes oxnmaxkneHHslit 10 -5°C pactBop 2,0 T (7,5 MMOJIIb)
coenquHeHMsT 7a B 25 MJ 0€3BOAHOrO AUITUIOBOIO
a¢upa 6apoOTUPYIOT ra3000pa3HbI aMMHaK J0 IIpe-
KpalleHusT 00pa3oBaHMA OcagKa XJIOpUaa aMMOHMSI.
Ocanok oTUIBTPOBLIBAIOT, 3(UpP ynapuBaloT B Ba-

kyyme 10-20 MM pT. CT. Ip1 KOMHATHOM TeMIIepaTy -
pe. B octatrke — coeguHenne 14a, KOTOpoe OUMIIAIOT
dpakuonnpoBaHneM B Bakyyme. T.kmmm. — 132-
134°C ( 0,05 mm pr. c1.). Beixox — 1,0 v (54%).
Crexrp 'H amp (CDCI3), 8, m.i.: 1.36 T (6H, “JHH =
7.2Tu, 2 CH3) 4.23 M (4H, 2CH»), 5.18 ¢ (2H NH)
6.031 (1H, 2JHF = 53.0 I'w, CHEF»). CHeKTp F AMP
(CDCI3), 9, M. -123.27 o (2F, 2JHE = 53.0 I'u,
CHE,). CHeKTp 'p amP (CDCl3) m.a. &: - 0.42 m.
CneKTp 3C AMP (CDCIl3) &: 16.00 (CH3), 64.79 1
(CHa, 2Jcp = 5.9 Tu), 109.94 T (CHF, Jcr =
242.8 Hz), 152.47 11 (CN, 2JcF = 26.5 T, *Jcp =
12.17 T'm). Haiineno, %: C 29.20; H 5.20; N 11.28;
P, 12.55. CeH13F2N204P. BLIqHCJIeHo, %: C 29.28;
H 5.32; N 11.38; P 12.58.

N, N-TTnatun-N' - muaTokcudocdopui-mudropaner-
uvuaamun 146. [lonyyeH u3 coeauHeHus 7a W Iu-
STUJIAMUHA aHAJIOTUYHO coennHeHuo 14a.

CMech CMH-aHTH-M30MEPOB B COOTHOLIIEHUH 25:75.
Beixon — 1,1 v (49%). T.xun. — 80-81°C (0,05 mm
pt. ct.). Haitneno, %: C 39.70; H 6.83; N 9.21; P
10.19. C¢H13F2N204P. Brruucneno, %: C 39.74; H
7.00; N 9.27; P 10.25.

Cun- Maomep CrexTp '"H amp (CDClI3) o, M):[
1.18 T (6H, SJHH = 6.9 I'u, 2Me) 1.33 T (6H, 3 JHH
=7.2Tu, 2 CH3), 3.28 k (4H, 3JHH = 6.9 I'u, 2CH>»),
4.18 m (4H, 2CH2) 7.08 T (1H, 2JHE = 53.0 I,
CHFz) CneKTp F aMP (CDCl3), 9, M. -125.74
1n(2F, 2JHF = 53.0 I'u, CHF?). CneKTp 'p amp
(CDClI3) m.m. &: - 1.62 M. CneKTp 3C AMP (CDCl3)
o: 14.37 ¢ (CHs3, EtN), 16. 21 ¢ (CHs, EtO), 45.24 ¢
(CHz, EtN), 64.66 n (CH2, 2Jjcp = 5.8 I'), 106 03T
(CHPF, JCF = 243.9 T'u), 150.04 to (CN, JcF =
26.5 T'n, SJjcp = 12.4 I').

AHle usomep. CrexkrTp 'H amP (CDC13) o: 1.18
T (6H, SJHH = 6.9 I'u, 2M3) 1.33 T (6H, 3JHH =
7.2 Tu, 2 CH3), 3.43 x (4H, 1-1—69FLL,2CH2)

4.18 m (4H, 2CH2) 595 1 (1H, JHF 54.0 I'u,
CHF). CHeKTp F IMP (CDCl3), 9, MIL3 -118.00
o (2F, JHF = 54.0 Tu, CHF»). CneKTp Ip amp

(CDC13) M.a. &: - 0.48M. CHeKTp 3C IMP (CDCl3)
o, m.a.: 12.47 ¢ (CH3, EtN), 16.14 £ (CH3s, EtO),
42.90 ¢ (CHy, EtN), 64.06 n (CH2, 2Jcp =58 '),
113 84 1 (CHFz, Jcr = 248.2 Tu), 150.04 to (CN,
2JcF = 26.5 I'n, Sjcp = 12.4 I'm).
N-mpem-Byrun-N'-nuarokcudocdopun-audrop-
aneruvuaavua 146. [TosyyeH u3 Tper-OyTUiaMuUHA
1o MeToIMKe, aHajormyHoit 14a. CMech CUH-aHTH-
n3oMepoB B cooTHoweHuu 80:20. Brixom — 35%.
T.xkun. — 82-84°C (0,05 mM pr. cr.). Haiineno, %: C
39.68; H 6.79; N 9.20; P 10.20. Ci1oH21F2N204P.
Brruucneno, %: C 39.74; H 7.00; N 9.27; P 10.25.
Cun-uzomep. CneKTp 'H HMP (CDC13) 0, M.I.:
1.30 ¢ (9H, 3Me), 1.35 T (6H, 3Jyn =7.2 T, 2 CH3),
4 16 m (4H, 2CH»), 4.38 c (1H, NH) 6.69 T (1H,
JHF = 54.0 T'u, CHF?). CneKTp F AMP (CDCl3),
0, M.I.: -127 69 n ( 2F, 2JHF = 54.0 I'u, CHF).
CneKTp 'p amp (CDC13) 0, M.1.: -0.58 m. CniekTp
Bc amp (CDCl3) 8, m.a.: 12.47 ¢ (CH3), 16.21 ¢
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(CH3), 45.23 ¢ ( t-Bu), 64.63 1 (CH2, d 3Jpc =
5.8 Tn), 113 48 T (CHF>, T Jcr = 2479 FLl) 152.47
o (CN, 2JcF = 25.5 T , Jcp 12.5 T'm).
AHTU-u3zomep. Crekrp 'H HMP (CDCl3) o, m.1.:
1.31 ¢ (9H, 3Me), 1.35 T (6H, SJHH =172 I, 2 CH3)
4.16 m (4H, 2CH»), 5.17 ¢ (1H NH) 5981 (1H, 2JuF
= 53.4 T'u, CHF>). CneKTp PF amp (CDCl3), o,
M .. -118.00 g ( 2F, JHF = 53.4 I'u, CHF?). Cnektp
3Ip IMP (CDCl3) 8, M.1.: -0.43 . Criektp 13C IMP
(CDCl3) d, m.a.: 12.47 ¢ (CH3) 16.21 ¢ (CH3), 42.90
¢ (t-Bu), 64 63 m (CHp, d, 3Jpc = 5.8 I'm), 113 48 T
(CHEF, JCF = 2479 Tm), 152.47 ™o (CN, JCF =
25.5Tu Jcp = 12.5 T).
N-n-Tomun-N'-guaTokcudochopua-audropaner-
uvuaamua 14r. Cmech 2,0 r (7.5 MMOJIb) COEIUHEHMUS
7au 1,6 r (15 MMoJIB) II-TONYyMOWHA B 25 M1 6eH301a
KUISTAT 24 4. PacTBOp oxJIaXIaloT 10 KOMHaTHOM
TEMITePaTypPhl, OCATOK XJIOPUCTOBOIOPOTHOM COJIM TI-
TOJNYyHIWHA OT(GWIBTPOBBIBAIOT, OSH30J1 YITApUBAIOT B
BakyyMme 10-20 MM PT. CT. mpu KOMHATHOI TemIiepa-
Type U coeauHeHre 14r ouMInaloT KpucTajaau3aunen
U3 CMeCH AUATWIOBHIM 3¢up: rekcan (1:10). T.m.

Jlntepatypa

— 76-77°C. Boixon — 1,7 1 (68%). Criextp 'H amp
(CDCl3) 3, m.i1.: 1.39 T (6H 3JHH = 7.5 Hz, 2 CH3),
2 35 ¢ (3H, CH3), 4.25 m (4H, 2CH»), 6. 04 1 (1H,
2JHE = 52.5 T, CHF>), 6.96 ¢ (1H, ) NH). 7.11 &
QH, 3Jgn = 8,1 [u, ArH), 7.14 1 2H, “Jun = 8.1 T,
ArH) Criextp F IMP (CDCly), 9, ML -119.10 1 (2F,
2JuF = 52.5 Ty, CHF?). CneKTp 'p AMP (CDCl3)
M.a. O: -0.52m. Cnektp Bc amp (CDCIl3) o, M.

16.17 ¢ (CH3), 21.04 ¢ (CH3), 65.02 n (CH2, “Jcp =
5.8 Hz), 110.98 T (CHF2, JcF = 245.0 Hz), 126.20
(0-Ar), 129.77 (m- Ar) 133.33 (p- Ar% 137. 45 (i-Ar),

150.84 to (CN, td, JCF =254Tu, "Jcp = 11.7 T'm).
Haiineno, %: C 46.39; H 5.67; N 8.27; P 9.19.
C13H19F2N204P. Brruncieno, %: C 46.43; H 5.70;
N 8.33; P 9.21.
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