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107*. O PEAKIIMU TPUITH/IMETAHTPUKAPBOKCHJIATA
C MHAOJIMHOM

IlepBoit cramueill peaknuM TPUITHIMETAHTPHKAPOOKCHMIATA C WHIOJUHOM  SIBIISCTCS
obpa3oBaHue IUATHIOBOTO 3¢upa 2-(MHIONUH-1-KapOOHMI)MAIOHOBOH KHCIIOTHI, KOTOPBII
Jlajiee B 3aBHCHMOCTH OT BBIOPAHHBIX YCIIOBHH MOXET OBITH NPEBpAIleH B STHIOBBIH 3(hHp
2-(naponnH-1-KapOoHM)-3-(MHIOINH- 1 -11)-3-0KCOIPONMOHOBON KHCIIOTHI, METaHTPpH-N-(MH/I0-
JMH-1-mn)kapOoKcaMul, STHIOBBIH 3¢up win (MHAOIMH-1-mm)amun 1-ruapokcu-3-okco-5,6-
nmuruapo-3H-muppono[3,2,1-ij | xuHonuH-2-kapOoHOBOH KHUCIIOTHI.

KiwueBble ciaoBa: amMunel  4-THAPOKCH-2-0KCO-1,2-TUTUAPOXUHOIHH-3-KapOOHOBBIX
KHCJIOT, TEeTEPOUUKIMYECKHE MPOU3BOAHBIC TpPUKApOOHMIMETaHa, JTWIOBBe 3¢upbl, PCA,
TEPMOJIHU3.

Konpencanuss N-3aMeIIeHHBIX AHWJIMHOB C JBOHMHBIM WM TPOUHBIM
M30BITKOM TPHUAITHIOBOTO »dHpa METAaHTPUKApPOOHOBOM KHCJIOTHI HAaILIa
MpUMEHEHHE B Ka4eCTBE OJHOTO M3 BapHWAHTOB CHHTE3a STHIJIOBBIX 3(HUpPOB 1-
3aMEIICHHBIX 4-THAPOKCH-2-0KCO-1,2-TUTHAPOXUHOIHH-3-KapOOHOBBIX KHUCIOT
[2, 3]. Ha mpumepe namonuHa [4] u mudeHnnamMuHa [5] HaMu OBLIO TTOKa3aHo,
9TO JaHHAs pEakKIHs MOXKET OBITh JOCTATOYHO 3(PPEKTUBHO OCYIIECCTBIICHA U
MPH 3KBUMOJISIPHOM COOTHOIIIEHWH PEareHTOB, a ITONYYCHHBIE 4-THAPOKCH-2-
OKCO-3-3TOKCUKapOOHWIIXHHONWHBl JIy4llleé BBIASNATH M OYHIIATH B BHUJE
COOTBETCTBYIOIUX BOJIOPACTBOPUMBIX 4-O-HaTPHUEBHIX COJICH.

[Ipr MHOTOKpPaTHOM BOCIIPOM3BE/ICHIH ONMMCAHHOW METOAWKH C WHIOIHHOM
1 OBII0 3aMeUYeHO, UTO WHOT/IA TTOCIe 00pabOTKN PEaKITMOHHONH CMECH BOIHBIM
pactBopoM Na,CO; dacTh MOIy4eHHOTO MPOAYKTA PEaKIUH OCTAaeTCs Hepac-
TBOpeHHOM. [lepBoHaYamBFHOE MIPENIONIOKEHHE O TOM, YTO BBIACTICHHOE Bellle-
CTBO SBJISETCS TOOOYHBIM AITUKINYCCKUM MeTaHTpH-N-(MHI0IMH- 1 -11)kapo-
OKCAMHIOM HE ONpABIANoCh, MOCKONBKY B ero crmekrpe SMP 'H gerko
ompeneisifoTcst ABe (CyOs 10 WHTETPANbHOW WHTEHCHBHOCTH CHUTHAJIOB)
stokcurpynnsl. Ilociae mepexpucrammuzanuu w3 3¢Hupa yAaIoch MOTYUUTH
MOHOKpHCTAIUTEI, PCA KOTOPHIX najd OJHO3HAYHBIH OTBET — HCCIEAYCMBIi
oOpazelr mpeacTaBiIseT cOO00W AMATHUIOBBIA 3¢up 2-(MHIOIWH-1-KapOOHwMII)-
MaJIOHOBOH KHUCJIOTHI (2). MHAOMWHOBBEIA ()parMeHT 3TOTO COCIWHCHHUS ILIO-
ckuit ¢ Tounocteio 0.01 A (puc. 1). KapGonunsnas rpynna Cey-O(;) KomIuia-
HapHa IwIockocTH Ounmkna (topcuoHHBIH yron Cy—N—Cw—Oa) 2.9(4)°),
HECMOTPS Ha YKOPOYEHHBII BHYTPUMOIEKYIAPHBIA KOHTAKT Ofy...C(o) 2.88 A

* Coobmienune 106 cwm. [1].
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Puc. 1. Crpoenne Monexybsl quadupa 2 ¢ HymMepaluei aToMoB

(cymma BaH-Jep-BaaibcoBbix paaumycoB 3.00 A [6]), Oq)...Hp 2.34 A).
CnoxunoaupHsle 3amecturenu npu atome Cg) HaXoAATcsl B KOH(OpPMAIHH,
Onu3KoH K s¢ ¥ ap oTHOCUTENBHO CBsA3H N()—C(9) (TopcronHbie yribl Njy—Co)—
C(]())—C(”) —77.9(3)0, N(])—C(g)—C(lo)—O(M) 1617(2)0) Taxkasa opucHTalud
3aMecTUTeNel,  BEpOsATHO,  OOyCIOBICHA  HAJIMYUEM  YKOPOYEHHBIX
BHYTPHMOJIEKYJISIPHBIX KOHTakToB H(jg)...Cisy 2.63 A, Ho)...Hgp 2.21 A,
Hsp)...Cqo) 2.79 A. Benenctsue storo nabmonaercs yamnenue caszeit Coo)-
Caoy 1.527 A mo cpaBHenmio ¢ ux cpexnuM 3Hadenmem 1.511 A [7].
KapGoHunbHbIE TpyNIbl CIOKHOX(UPHBIX 3aMecTUTENEl Takke HMEIOT
pa3Hyto KoH(popMaluio OTHOCUTENbHO CBsI3U C—C(19) (TOPCHOHHBIE YTIIBI
C(g)—C(lo)—C(n)—O(z) —2.3(3)0, C(g)—C(]o)—C(14)—0(4) 900(3)0) AtoMm C(13)
HaxoauTcsa B ap-kKoH(opmauuu oTHocUTeNbHO CBsI3U C(11)—O(3) (TOPCHOHHBIN
yron Ca1y—Opy-Caz—Casy —171.2(2)°), a cBa3b Cs~Cpe pacmonoxena
IpaKkTU4ecKd nepneHgukyasspHo  cBs3u  Cs—Osy  (TOpCHOHHBIN yron
Caa-Oi~Cas—Cae 81.9(3)%).

IlonydeHHBIN pe3ysbTaT HECOMHEHHO CBHUIETEIBCTBYET O TOM, YTO NEPBOIL
cTaguedl peakuud TPUAITWIMETaHTPUKapOOKcuiIaTa ¢ WHAOTUHOM 1 sBiseTcs
oOpa3oBaHuE MOHOaMHJa 2, BHYTPUMOJIEKYJISpHAs LUKIM3AIMUA KOTOPOTO
JOJDKHA TPUBOJAWTH K IEICBOMY JTHIOBOMY 3¢dupy 1-ruapokcu-3-okco-5,6-
aurunpo-3H-muppomnol[3,2,1-if[xunonun-2-kapOoHOBO# KUCIOTH (3), TorAa Kak
B3aUMOJCHCTBUE C HENpOpearupoBaBIIUM HMHAOIMHOM — K IOOOYHOMY
MeTaHTpu-N-(nHA0NMH- 1 -nn)kapookcamuny (4). Tem He MeHee, KaK 0Ka3aJoCh,
B YCJIOBHSAX MCCIEIYeMOH peakluy BO3MOXKEH U APYroi myTh (pOpMHPOBaHUSL
tpuamuza 4. Tak, npocToe HarpeBaHue XpoMaTorpaduuecku yhucToro auddupa
2 BBI3BIBAET €r0 MPEBpalleHre B ATWIOBBINA 3up 2-(nHAOIMH-1-KapOoHMN)-3-
(uHAONMH- 1 -111)-3-0KCOMPONTMOHOBOM KUCIOTHI (5), KOTOPEIH, B CBOIO O4Yepe.b,
aHAJIOTHYHBIM 00pa30M MOXKHO TpaHc(opmupoBaTh B Tpuamuia 4. B oGoux
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clly4asgx XHMHYECKHe IMpeoOpa3oBaHMsl CONPOBOXKIAIOTCS  BBLIAEICHHEM
CBOOOZHOTO TPUITHIMETAHTPUKAPOOKCHIIATA, KOTOPBIH JIETKO O0HAPYKUBACTCS
meronom TCX.

C uenbto omnpeeneHus: TEPMOTUHAMUIECKUX XapaKTepUCTUK 3¢upoB 2 u 5,
W3YYEHHS UX PEaKIMOHHON CIIOCOOHOCTH M TEPMHUYECKOW yCTOMUMBOCTH HAMHU
MPOBENEHBI JiepuBaTorpaduieckue HMCCIEAOBaHUs YKa3aHHBIX COCJAWHEHUH B
YCIOBUSIX CYXOro HarpeBa. Pe3ynpTaTbl IPOBEIEHHBIX OSKCIEPUMEHTOB
MOKAa3bIBAIOT, YTO 10 TEPMHUYECKOMY IOBEICHUIO dPUPHI 2 M 5 BECcbMa CXOXKH

(puc. 2).

0
CH(COOEY), Ph,0, 220 °C
Et0” SO0 OH O
N
N N7 0
1

3
150 °C
CH(COOEt)3 OH O
D +c© PR
N N N O
(0] (@) 6
N (@)
4 220 °C
Ph,0, 220 °C
CH(COOEt)3
+
@Q Q@
(@) (@)
EtO (@)
5

1193



T 0 M, mr T 0] M, mr
1 ﬁ 2
\
154 \
20 1
ATr ITC
70
65
JATA JITA
— s
T T
65 195 250 T, °C 150 195 250 T,°C

Puc. 2. lepuBatorpammsl 3¢upos 2 (/) u 5 (2): T — kpuBasi TepMUYECKOTO aHAIN3a,
JATA — xpuBas auddepeHunanpHoTepMuIeckoro ananusa, TI' — TepMorpaBumMerpruueckas
kpusas, [ITT — nuddepenunansHas tepmorpaBuMerpudeckas kpusas. Hasecku 100 mr

DHIOTepMHUYECKHE THKH ¢ MUHUMYMamu ripu 65 u 195 °C Ha kpusbix [TA,
MO-BUAMMOMY, BBI3BaHbI NpoleccaMH IUaBieHus 0o0pa3uoB 3¢upoB 2 u 5,
COOTBETCTBEHHO, XOTS OJTH [IOKAa3aTeld HECKOJIbKO HMXKE TEMIIEpaTyp
IUTaBIEHUS  YKa3aHHBIX BEIIECTB, OMNpPEICIEHHBIX B Kanmwuiape (cM.
SKCIIEpUMEHTaIbHYI0 4YacTb). Ha nepuBatorpamme sdupa 2 (puc. 2, 1)
HaOIroar0Tes 00a OTMEUYEHHBIX MUKA, YTO MOATBEPKIACT €ro MpeBpalicHue B
YCIIOBUSIX TepMoin3a B MOHOA¢Up 5. [loTepst Macchl HaUMHAETCS TIABHO co 125
°C, 3arem pe3ko Hapactaet co 165 °C u mpekpariaercst mpu 290 °C, mocie 4ero
MIPOMCXOANT PAaBHOMEPHOE YJIETyUYHMBaHUE BEIIECTBA (AHAIOTUYHbIE TapaMeETPHI
st apupa 5 — 147, 180 u 285 °C). O6miast motepst Maccsl cocraBuia 64% ot
ucxoaHol (68% st a¢upa 5), 4TO HECKOJIBKO BHIIIE 0XKHUAEMON U, BEPOSITHO,
0OBACHSIETCS CHOCOOHOCTBIO HEKOTOPHIX O00pa3ylo-IIUXCS TpPU  TEPMOIH3E
COeMHEHWH K BO3rOHKe. B  kauecTBe HMHTEpecHOH  0COOEHHOCTH
JepuBaTtorpamm 3QUpoB 2 U 5 MOKHO OTMETUTh WHTCHCHBHBIEC ABOMHBIC MUKH
Ha kpuBbix JTI mpu 240 u 250 °C, compoBOKAAromIuecs 3HAYUTEIBHOM
norepeil Macchl M COOTBETCTBYIOIIME Ppa3loKEHHIO 00pa30-BaBIICrOCs
TPUATHIIMETAaHTPUKAPOOKCHIIATA.

B menom cnenyer moguepKHyTh, YTO 3QHUPH 2 U 5 B yCIOBUAX TEPMOIIHU3a
BeAyT ce0sl MoJOOHO STHIOBEIM 3(UpaM MaTOHAHUIIOBBIX KHCIOT, T. €. HX Tep-
MUYECKH aKTHBHUPOBAHHBIE XMMHUYECKHE MpPEBpallleHUs] IPOTEKAIOT, OYEBUIHO,
10 ONMCAaHHOMY HaMHM paHee MexaHu3My [8] ¢ Toil nuib pa3HHLEH, 9TO KOHEY-
HBIMH TPOAYKTaMH OKa3bIBAIOTCS HE CUMMETPHUYHBIE TUAHWINABI MaJOHOBBIX
KHCJIOT M IUATWIMAJIOHATHI, a, COOTBETCTBEHHO, IU- 5 Wiu Tpu(MHIOIHH-]-

nin)amMuIs! 4 METaHTPUKapOOHOBOW KUCIOTHI M TPHATHIMETAHTPUKAPOOKCHIIAT.
Ta6nunal
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Junbl cBasedi (/) B cTpykType qudpupa 2

CBs13b LA CB3b LA
Nuy—C) 1.342(3) Nu—Cq 1.415(3)
Niu—Cs) 1.490(3) Ouy—C) 1.224(3)
Op—Cany 1.200(3) O@yCayy 1.333(3)
Oi—Cz) 1.448(3) Owy—Caa 1.197(3)
Os—Cqia 1.317(3) Os—Cas) 1.448(3)
Cuy—Cp 1.381(3) Cauy—Ce) 1.387(3)
CCp 1.369(3) CiC 1.377(3)
Cy—Cs) 1.375(3) CisCeo) 1.375(3)
CiCp) 1.503(3) CaCes) 1.512(3)
C9—Cqo) 1.527(3) CuoyCaa 1.511(3)
CaoyCay 1.514(3) Cu2—Cas) 1.484(4)
CusyCae) 1.467(5)

BanentHble yribl (©) B CTpyKTYype Am3¢pupa 2

Tabnuma 2

Banenrnslii yron ®, Tpa. BanenTnslii yron ®, Tpaj.
CoNu)y—Cq 125.5(2) Cioy Nu)y—Cs) 124.8(2)
CauyNuy—C) 109.7(2) Ca1yOpyCay 116.5(2)
Cu4~O¢i—Cas) 116.3(2) Co—Cuy—Ce) 120.6(2)
CoCayNqy 129.4(2) Ci6yCayNgy 110.0(2)
CarCaCa 118.0(2) CorCoaCay 122.2(2)
CisCuy—Cgp) 119.5(2) Cy=CsCie) 119.5(2)
CisCe—Co 120.3(2) Ci5CCn) 129.9(2)
CuyCe—Cp) 109.9(2) CiyCirCes) 105.2(2)
Nay—Cs~Cor) 105.1(2) Ou-CoNa 123.2(2)
O1y~C9y~Ci) 119.4(2) Ny-C9y~Ci0) 7.5(2)
CaayCao—Can 109.1(2) C147C10C9) 108.5(2)
Cu1yCuoy—C) 111.8(2) O@yC11yOg) 124.4(2)
Op—Ca1y—Co) 125.8(2) OiCan—Co) 109.7(2)
OiCun—Cas) 107.5(2) OuyC147Ogs) 124.3(2)
Ouw—Cu4—Ci0 124.0(2) Oi~Caa—Cio 111.6(2)
Os-Csy—Cie) 111.5(3)

B T0 )¢ BpeMms, MemIeHHOE TTpubOaBiieHHe d(DUPOB 2 WM 5 B HArpeTHI 10

215-225 °C pudeHuaokcu

(mamonmH-1-mn)-amux  (6)

— TIpUEM, JaBHO HCIIONb3yEeMbId B CHHTE3e 3-
KapOATOKCUXHUHONIHH-4-0HOB [9] — TIO3BOJIIET TOJTy9aTh STHIIOBEIN 3dup 3 umu
I-runpokcu-3-okco-3,6-muruapo-3H-nmuppono-
[3,2,1-ij|xuHONMNH-2-KapOOHOBOW KHCIIOTHI C BBICOKMMH BBIXOJIaMHU.

Taxum 00pa3oM, U3 pe3yIbTaTOB MPOBEIECHHBIX HCCIEIOBAHMNA CIEIyeT, YTO
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Ha XOJl PEaKUUH TPUITHIMETAHTPUKAPOOKCHIATa C WHAOJIWHOM, IOMHMO
OTMEYCHHOTO paHee TMOpsIAKa CMEUIMBaHUS peareHToB [4], 3HAYUTEIbHOE
BIIMSIHUE OKa3bIBAET U COOIIOICHUE TEMIIEPATYPHOTO PEKUMa — ITPH TOTYICHUH
STUIIOBOTO a¢upa l-ruapoxcu-3-okco-5,6-nuruapo-3H-muppono-[3,2,1-
ij|XMHONMH-2-KapOOHOBOH ~ KHCJIOTBI JIIsl  TIPEIOTBpaIleHus: 00pa3oBaHHs
noOOYHOTO MeTaHTpH-N-(MHIONMHNH- | -uiT)kapOokcaMua HEoOXO0AUMO CTPOTO
KOHTPOJIMPOBATh TEMIIEPaTypy PpEakIHOHHON cMecH, TMONICpKUBas ee B
npenernax 215-225 °C.

SKCIIEPUMEHTAJIBHASI YACTb

Crnekrpsl IMP 'H CHHTE3MPOBAHHBIX COCTUHCHHIA 3amucaHbl Ha mpubope Varian Mercury-
VX-200 (200 MI'm) B JAMCO-dg, BHyTpeHHmii cTanaapr TMC. B paboTe HCIOIb30BaHBI
KOMMEpUEeCKHe HHIOIUH U TPUITHIMETaHTpHKapOokcmiaT ¢pupmsl Fluka.

JdusTnnoBeiii 3¢up 2-(MHI0AMH-1-KApOOHMI)-MATOHOBOH KuCJI0THI (2). B 63.3 M
(0.3 Moib) TpHATHIMETAHTpHUKapOOKcHnara, Harperbie no 220 °C, mpu NepeMeInnBaHud 10
KamwsM npubasistor 33.6 mut (0.3 moine) wHAONMHA 1, HE NOMycKas CHIDKCHHUS TEMIIEPaTyphl
peakumonHol cmecn Hwke 215 °C. Tocne npubaBieHus BCEr0 MHIOIMHA PEAKIMOHHYIO CMECh
BbIIepkHBaOT 10 MUH IIPU TOM ke TeMIeparype, MOCie Yero OXJIaKAAoT (Ipu Oosee [UINTeNb-
HOU BeIIEp)KKE — 20—25 MHH — IPOMEXYTOUHBIH AU3(UDP 2 MPAKTUUECKH MOJHOCTHIO ITUKIIU3Y-
ercs B o¢up 3). [pubasmsior 1 1 10% BoaHoro pactBopa Na,COs; u Harpesatot jgo 70-80 °C.
IMomyuennslit pacTBop HaTpHeBol comu d¢upa 3 ¢pmibTpyroT. OcTaTok Ha GUIBTPE MPOMBIBAIOT
BoJ0H, cymrat. [locie mepexpucrammsanun n3 3¢upa nomywaiot 6.41 r (7%) auddupa 2 ¢ 1. m.
8688 °C (B xammumnspe). R, 0.24 (Silufol UV-254, rexcan—-odup, 1:1). Cnexrp AMP 'H, &, M. 1.
(/J, T'm): 8.02 (1H, 1, J= 8.0, H-7); 7.26 (1H, n, J=7.4, H-4); 7.17 (1H, 1, J = 8.0, H-6); 7.04 (1H,
1, J = 7.4, H-5); 5.24 (1H, ¢, CH); 4.20 (4H, x, J = 6.9, 20CH,); 4.01 (2H, 1, J = 8.3, NCHy,);
3.13 (2H, T, J = 8.3, NCH,CH,); 1.20 (6H, T, J = 6.9, 20CH,CHj;). Haiineno, %: C 62.80; H
6.12; N 4.64. C,cH,9NOs. Beraucneno, %: C 62.94; H 6.27; N 4.59.

PentrenocTpykrypHoe ucciaenoBanue. Kpucramisl muddupa 2 moHoknuuase. [Ipu 20 °C
a= 9.8384(2), b = 16371(6), ¢ = 10.5902) A, B = 99.80(2)°, V = 1603.2(7) A’
dpa=1.265 T/cM’, mpocTpaHcTBeHHas rpynma P2,/c, M, = 305.32, Z =4, p(MoKa) = 0.094 MM,
F(000) = 648. IlapaMeTpsl 3JeMEHTApHOW SYEHKHM W HHTCHCHUBHOCTH 2831 oTpakeHmid (2674
HE3aBUCUMBIX, Ry = 0.036) n3MepeHbl Ha aBTOMATHYECKOM HYETBHIPEXKPYKHOM IH(paKTOMETpe
Siemens P3/PC (AMoKa., rpadutoBslii MoHoxpomarop, 0/20-ckanupoBatue, 20,,,, = 50°).

Crpykrypa paciimndpoBaHa MpsMbIM METOAOM IO Komiuiekcy mporpamm SHELX97 [10].
[TonoxxeHuss aTOMOB BOAOpPO/A HANAEHBI M3 Pa3HOCTHOIO CHUHTE3a JJIEKTPOHHOM IUIOTHOCTH M
yTOuHEeHbI 0 Mozaenu "Hae3gHuKa" ¢ Uy, = nU,, (n = 1.5 mig metunbHoi rpynnsl u 1.2 mis
OCTaBHBIX aTOMOB BOAOpoAa). CTPyKTypa yTouneHa mo F° momsomatpuanbiv MHK B aHu30-
TPOIHOM NPHOMMKEHUHM AT HEBOXOPOIHBIX aToMoB 0 wR2 = 0.116 mo 2674 oTpaxeHUsIM
(R, =0.047 mo 1617 otpaxenusm ¢ F >4o (F), S = 0.991). Ilonnast kpucramiorpaduyeckas
nudopmarms nernonupoBaHa B KemOpumkckoM OaHKE CTPYKTYPHBIX JAHHBIX (IGMOHEHT
Ne CCDC 283291). MexaToMHbIE pacCTOSIHUS U BaJIGHTHBIE YTJIBI IIPEJCTaBIeHb B TabuI. 1, 2.

JtuaoBelii  3¢up  1-ruapokcu-3-okco-5,6-auruapo-3H-nupponol3,2,1-ij| xunoann-2-
kapOonoBoii kucaorsl (3). B 20 wmn gudenwmwiokcuma, Harpetsie mo 220 °C, mnpu
nepeMenInBanu HeOonpmuMu mopiusiMu npubasistor 3.05 T (0.01 mons) muddupa 2. IMocme
npubaBiIeHus Bcero AudHpa 2 PEakUMOHHYIO CMECh BBIACP)KMBAIOT 15 MHUH mpHu TO#l ke
TemIeparype, nocine 4ero oxiaxiaror. IIpubasmsaior 50 mn 5% Bomnoro pacteopa Na,COs,
Harpesator 10 70-80 °C W TmaTenbHO B36AITHIBAIOT. BOMHBIA CIOH OTAENSAIOT U MONYYEHHBIH
pacTBOp HaTpueBod coiu dpupa 3 yucTiAT yriem, ¢uiabTpyror. Ilocne oxnaxaeHus QUIBTPAT
noakucisior pasdasnennoit (1:1) HCl mo pH 4.5-5.0 Ocamox sdupa 3 oTHHIBTPOBHIBAIOT,
MIPOMBIBAIOT BOJIOMH, cymat. Beixox 2.43 1 (94%). T. mn. 140-142 °C (u3 renrana). Ciektp SIMP
'H, 5, m. 1. (J, Tm): 13.99 (1H, ¢, OH); 7.66 (1H, x, J = 7.9, H-9); 7.43 (1H, 1, J = 7.6, H-7); 7.09
(1H, T, J = 7.4, H-8); 441 (2H, x, /= 7.1, OCH,); 4.24 (2H, 1, J = 8.1, NCH,); 3.37 2H, 1, J =
8.1, NCH,CH,); 1.44 (3H, 1, /= 7.1, OCH,CHs;).

Cwmeurannas poda ¢ 3aBeoMbIM 00pa3uoM 3¢dupa 3 [4] He daeT Hempeccuy TeMIlepaTyphbl
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nJaBJieHus, crekTpsl AMP "H 5THX COeMHEHMH HACHTHYHBL.

JtuaoBblii  3pup  2-(MHAO0AMH-1-KapOOHWMI)-3-(MHA0AUH-1-11)-3-0KCONMPONMOHOBOTH
kucaorsl (5). Boigepxusator 3.05 r (0.01 mMons) ausdupa 2 npu 150 °C B Teyenne 15-20 muH.
Wcxomublit mvddup NIpH ATOM IUIABHTCS, a 4Yepe3 HEKOTOpOe BpeMsi HayMHAeT BBIKPUCTAJ-
JIM30BBIBATECS MPOAYKT peakuuu. PeakIMOHHYI0 CMeCh OXJIaXIAroT U 00pabaThiBarOT pupoM.
Ocanok a¢upa 5 oTGUIBTPOBHIBAIOT, IPOMBIBAIOT 3(upoM, cymar. B ¢uisTpare B cpaBHeHNY C
3aBeZIoMbIM 00pasnoM MetogoM TCX ompenensroT TpUITHIMETaHTpUKapOoxcunat: Ry 0.57
(Silufol UV-254, rexcan—dup, 1:1). Ocrarox Ha QuIbTpe KPUCTAUIM3YIOT U3 JTAaHOIA M
norydaror 1.51 T (80%) adupa S ¢ 1. . 214-216 °C (xammuisp MOMENIAIOT B MPEIBAPUTEIHHO
HarpeTslit 10 200-205 °C npubop s ompenencrns T. mr.). Crektp SMP 'H, 8, m. 1. (J, I'm):
8.05 (2H, o, J=17.8, 2H-7); 7.26 (2H, n, J = 7.2, 2H-4); 7.18 (2H, 1, J = 7.5, 2H-6); 7.04 (2H, T,
J=172,2H-5); 5.48 (1H, ¢, CH); 4.23 (2H, k, J = 7.0, OCH,); 4.05 (4H, 1, J = 8.4, 2NCH,); 3.14
(4H, 1, J = 8.4, 2NCH,CH,); 1.22 (3H, 1, J = 7.0, OCH,CHj;). Haiineno, %: C 69.95; H 5.77;
N 7.32. C22H22N204. BLI‘H/ICJ'ICHO, %: C 6983, H 586, N 7.40.

MeTtantpu-N-(unponun-1-mn)kapokcamuy (4) nonydaroT TepMmoiau3oM ddupa 5 mpu
220 °C 1o MeToauKe MPEABIAYLIETO OMbITa ¢ BBIXOAOM 85%. OOpa3oBaBIIMIiCS TPUITHIMETAH-
KTpUKapOOKCUIIAT ONPEASIIIOT XpoMaTorpaduuecku Kak onucano Beime. T. mr. 325-327 °C (u3
JIM®A). o naunemM pabots! [2] T. w1 320 °C. Cnextp SIMP 'H, &, m. 1. (J, T'm): 8.08 (3H, 1,
J=1.5, 3H-7); 7.26 3H, n, J = 7.7, 3H-4); 7.18 (3H, 1, J = 7.8, 3H-6); 7.04 3H, 1, J = 7.5,
3H-5); 5.59 (1H, ¢, CH); 4.12 (6H, T, J = 8.4, 3NCH,); 3.15 (6H, T, J = 8.3, 3NCH,CH,).

(Muponun-1-um)amuag  1-ruapokcu-3-okco-5,6-guruapo-3H-nuppoJo[3,2,1-ij]xuHomH-
2-kapOoHoBoii kucaorel (6). B 25 mn mudenwnokcuma, marpersie mo 220 °C, mpu
nepeMennBanuy HeOompmumu nopuusmu npubasror 3.78 r (0.01 moms) adupa 5. Uepes
15 MuH nocne npubaBieHUs Bcero 3¢upa S peakMOHHYI0 CMECh OXJIAXIAroT, NpudaBisior 50
MJI FeKCaHa U TIIATEeJIbHO IePeMeIINBaoT. Bryienupnmiics ocagok amusia 6 oThuiIbTpOBHIBAIOT,
MIPOMBIBAIOT TeKcaHoM, cymar. Bexox 2.43  (91%). T. mwr. 244-246 °C (u3 sranona). Criektp SIMP
'H, §, M. 1. (/, Tm): 10.68 (1H, ¢, OH); 7.70-6.94 (7H, m, H apom.); 4.46—4.10 (4H, M, 2NCH,);
3.40-3.23 (4H, M, 2NCH,CH,). Haiineno, %: C 72.39; H 4.97; N 8.34. C,H(N,0;. Brrun-
cneno, %: C 72.28; H 4.85; N 8.43.
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