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B3AUMOJEVICTBUE
4,5,7-TPUMETW.I-4,5,6,7-TETPATUIPOITUPPO.IO(3,2-c|][TUPUTUHOB
C YKCYCHBIM U TPU®TOPYKCYCHBIM AHI'MJPUJIAMU

Wzyueno Bzanmopeiicteue NH- n N-Bunmn-4,5,7-tpumernn-4,5,6,7-retparuaponuppoio| 3,2-c]-
MUPUIHHOB M UX 2-3aMELICHHBIX TPOU3BOIHBIX C YKCYCHBIM M TPU(PTOPYKCYCHBIM aHIHAPUIAMH.
[okazano, 4uto TpudTOpaLETHINPOBAHHE TETPATHUIPONMHUPPOIO[3,2-c|HIUPHINHOB MPOTEKAET MO
0-TIOJIOKEHHIO TUPPOJIBHOIO KOJbLiA, B TO BPeMsl Kak MO/ JCHCTBHEM YKCYCHOTO aHTHIpPHAA
MPOMCXOAUT PACIICIUICHHE TETPArkIPONUPHIMHOBOrO LIUKIA U 00pa30BaHHE 3-BUHUINHMPPOJIOB.
[lo peakunu Bunscmaliepa—Xaaka CHHTE3HPOBaH 2-aueTwi-l-BuHmi-4,5,7-trpumernn-4,5,6,7-
TET-paruiponuppoio|3,2-c|mupuauH.

KnrodeBbie cn0Ba: BUHWINHMPPONBI, TETPATUAPONUPPOIONUPUANHEL, AETHIMPOBAHUE,
paclierieHle TeTPparuAponupHanHa, TpH(TOPALETHINPOBAHHE.

AueTnirpoBaHue U TpHQTOPALETIIIUPOBAHUE TTUPPOJIA U €T0 TPOU3BOIHBIX
B O-[TOJIO’KEHUE TMTUPPOIHHOTO KOJIbIa OCYIIECTBIISIIOT O/ JEHCTBUEM COOTBET-
CTBYIOIIMX aHTHIPUIOB MU XJIOPAHTUAPUIOB. s peakuuu aneTHIMpOBaHUS
Jarie Bcero Tpedyercs HarpeBaHue W MPUMEHEHUE KaTau3aToOPOB THUIIA KHCIOT
JIstouca [1]. Tpudropaneruinpopanue 60jiee U30UPATEIBHO U MPOTEKAET MPH
KOMHAaTHOM WM HU3KMX Temieparypax. MHorja B KadecTBe KaTajln3aTopa
WCTIOB3YIOT MUPUANH U IpYTHe TPETUUHbIE aMUHBI [2].

OcymectBisis (HyHKIIMOHATHM3AIMIO MUPPOJILHOTO KoJiblia 4,5,7-TpUMETHII-
4,5,6,7-terparuaponuppoiio|3,2-cjnupununa (1) u ero N-BHHII3aMEIIEHHOTO
MIPOU3BOJAHOTO 3 JUIS IeJIe OMOJOTUYECKOTO CKPUHHMHTA, MBI H3YyYHUIU HX
B3aMMOJIEUCTBUE C YKCYCHBIM U TPU(PTOPYKCYCHBIM aHTHUAPUAAMHU. YCTaHOB-
neno, 9to npu 70 °C B YKCYCHOM aHTHAPHUIC alECTHINPOBAHHUE MHUPPOIBHOTO
¢parmenTa B nuppoionupuauHe 1 He MPOUCXOANT, HO UMEET MECTO PacCIIer-
JIEHUE TETParuapONMPUINHOBOTO KOJbIla ¢ oOpazoBaHuM 3-BuHII-2-[(N-Me-
THIIAIIETAMHEJIO JU30TIPOITHJI [Tuppoia (6).

AHanoru4yHoe pacuieruienue nperepneBaer u N-sunuwianuppoi 3 npu 70 °C.
Cogepxanue 1,3-nuBHHMINUPpPOIA 8 B peakKLIMOHHOM CMECH, IO JAHHBIM XPO-
MaTo-Macc-CleKTpoMeTpuH, coctaBisieT 80%. OQHAKO BBIICIHUTH €r0 U3 peak-
IIMOHHOM CMeCH B MHIMBHUIYyaILHOM BHJIE HE YJAJIOCh. DTO COSAMHEHUE BEChMa
mabuabHO U B TIpoIlecce XpoMaTorpadudecKoro BBIAESICHUS YaCTUYHO ITOJH-
MepH3yeTcsl.
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1R=R'=H;2R=CHO,R'=H;3R=H,R' = CH=CH,; 4 R = CF;CO, R' = H;
5R=CH=N-OH, R! = CH=CH,; 6 R=R!=H; 7R = CHO, R! =H; 8 R =H, R! = CH=CH,;
9 R =CF;CO, R =H; 10 R =CN, R! = CH=CH,; 12 R = CF;CO, R! = H;

13 R=CN, R! = CH=CH,

B nuteparype omucaHsl TpHU peakly JETpajallid MUIEPUANHOBOTO KOJIbIA —
peakuuss ['opmaHa (paciuierieHHue 4YeTBEPTHYHBIX MHUIIEPHIMHOBBIX OCHOBA-
HUiT), peaknus bpayHna (paciieruienue N-OeH30MIMUNIEPUANHOB MO ACHCTBUEM
PXs, rne X = Cl, Br) u pacmeruienue nox neiicrsuem Opomnmana. Kak mpa-
BUJIO, 3TU PEAaKIMU MPOTEKAIOT B JOCTATOYHO KECTKUX ycioBusx. MHpopma-
LU O pacUIeINIeHUH TeTParuAponupUANHOB MO AEHCTBHEM YKCYCHOTO aHTHI-
pHIa HaMU He OOHapy)KeHa.

3aMmelleHHble TI0 TOJIOXKEHHUIO 2 TeTparuaponuppono|3,2-clmupuaussl 2, 4, 5
TaKKe PacCIlEIUISIOTCA MO TeTParuIpONUpUIMHOBOMY KOJIBLY NMOA JeHCTBHEM
yKcycHoro anruzapua. [Ipu aTom ocobeHHO TpyAHO pacuierisiercs: 2-Tpudrop-
anerunzamernenHoe 4: npu 70 u 90 °C BeIxo[ 3-BUHIINIMPPOJIA 9 He TpeBbIIIall
10%. OCHOBHBIM € MPOIYKTOM B3aMMOJIEHCTBUA ObLIa CMECh H30MEPHBIX
aneraros 11A' u 11B (BeIIETIEHBI ¢ BEIXOAOM 48%).

Ux obpazoBanne 0OYCIOBIEHO TEM, YTO M3-3a HHBEPCUH MHIIEPUANHOBOTO
aToMa a30Ta TeTPardApPONUPPOJIONUPUANH 4 CYIIECTBYeT B BHIE JIBYX H30-
MepoB 4A u 4B 1o pacnonokeHnio N—Me 1 HemoJIeNeHHOH maphl aToMa a3oTa.
AneTunupoBaHie 3TOM cMecH NMPUBOIUT K M3oMepHbIM aneraTam 11A u 11B.
B 11A c akcuanbHO alleTHIIBHOM TpyIION MPOUCXOAUT WHBEPCHUS TETPAruapo-
IMPUINHOBOTO KOJbIA U 3aKperuisiercs koHdurypaumus 11A" ¢ ncespo-mpanc-
JMaKCHAJIBHBIM pacnojiokeHneM rpynm 4-Me u 7-Me. AHanoruuHasi HHBEPCHS
Habmoganacs Mpu OCH30WIMPOBAHUU 2e,Se-TUMeTWINuIepuInH-4e-ona [3].
B criextpe SIMP 'H s10ii cMecu uMeeTcst yeThipe cunriiera ot AcO™ B o6nacTu
2.01-2.06, nBa cunriera or N-Me (2.93 u 2.97 M. 1.), a Takke 0o 1Ba xyodrera
npotoHoB rpymm 4-Me (1.22 u 1.26 M. 1) 1 7-Me (0.92 u 1.15 m. 1.). IIpu xpoma-
torpadupoBanny anerato 11A"' 1 11B Ha okcuzie amoMuHuS ObLIA BHIIETCHA
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cmech (1:1.5) m3oMepHBIX THAPOKCUAOB N-aneTwi-N-MeTHITeTparuapoImp-
pono[3,2-c]mupuanaust 12 ¥ npoanammsupoBana ¢ momompbio UK, SIMP 'H
CHEeKTpocKonmuu U Macc-crnekrpomerpud. B MK cmektpe cmecu B oOmactu
3100-3500 cM ' mnMeercs HMHTEHCHBHAS [OJNOCA BAICHTHBIX KOIeOaHHit
cBs3anHOM Tpynmel OH, koTopast mepekpbIBaeTcsi C MOJOCOH BaJCHTHBIX
xone6anmit NH mpu 3300 cm . B ciextpe SMP 'H (tabn. 1) nabaromaercs mo
JIBa CUTHaja OT Kaxxaoro npotoHa, kpome NH u H-3, no cpaBHeHuto ¢ nuppo-
nonupuarHoM 4. CurHanel BceX NPOTOHOB HPETEPIEBAIOT CIIAOOTONBHBIN
CIBHUT, 0COOCHHO 3HAYUTEIbHBIN it H-4 (Ha 1.68 M. n.) u H-6 (ma 1.82 m. 1.).
B wmaxopHOM wu3omepe, Tne HabOmogaercs Oombimas 1o senuunHe KCCB
Jo7-mpane = 9.5 I'm, 7-Me mceBIOKBaTOpPHAleH, B MHHOPDHOM H30MeEpe, TIe
J67-mpanc = 5.75 I'll, — 3TOT METHII IICEBIOAKCHAIIEH.

B macc-cniextpe coeauHenus 12 MUK MOJIEKYJISIPHOTO MOHA OTCYTCTBYET,
a ik uoHa [M — H,O]" ¢ m/z 302* umeer MHTEHCUBHOCTb 33%, YTO yKa3bIBaeT
Ha NpoTeKaHHe Tro()MaHOBCKOIO pPACLICIUICHUS] B YCJIOBHSX MAacc-CIEKTPO-
metpun. Janee 5ToT moH ormennser [MeNHAc]', ob6pasys uon ¢ m/z 73 u
CH,=N"MeAc— uon ¢ m/z 86. Dnumunuposanue nonom [M]" AcOH u Ac' pa-
IHKaja MOXKET CIY>KHTb MOITBEP)KICHUEM aMMOHUHHON CTPYKTYpBI COEIOHHE-
Hus 12.

* 3I[eCB " najiee QJis1 MMKOB MOHOB JIaHbI BEJIMYHUHBI m/z.
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Crextpsi SMP 'H terparuaponnpposonupuannos 4, 14, 16, 17 u 4eTBepTHIHBIX ocHoBanmii 12 u 13

Tabnuma 1

Xumnueckue capury, O, M. 1. (KCCB, J, ')

Coenu-
Herne NR! H-3 H-4 Ha-6 He-6 4-Me 7-Me H-7 5-Me AApyrue
[POTOHBI
4 9.37 (yur c) 6.92 3.18 (x, 2.24 (n. 1, 3.01 (. 1, 1.37 (m, 1.24 (n, 3.12 (m) 2.42 (c)
(x) J=64) J=11.6, J=11.6, J=64) J=6.7)
J=10.4) J=5.5)
12
Maxop- 10.6 (yur ¢) 7.18 (m) 4.96 (x, 4.06 (1. 1, 3.32 (n. 1, 1.54 1.34 3.45-3.7 2.95 (c) 2.02
HbIH J=6.4) J=13.7, J=13.7, (m, (1, (M) (c, Ac)
J=9.5) J=123) J=64) J=17.0)
MUHOP- 10.6 (yu. c) 7.18 (m) 4.92 (, 3.90 (n. 1, 3.29 (n. o, 1.34 (n, 1.33 (n, 3.45-3.70 2.98 (¢) 2.06
HbIH J=6.4) J=13.7, J=13.7, J=64) J=1.0) (M) (c, Ac)
J=5.7) J=1.0)
13
Maxop- 537 (. n, J=173,J=1.5); 6.92 (¢) 5.99 (x, 3.15-3.95 (m) 1.48 (xn, 1.35(a, J=17.3) 3.15-3.95 2.76 (c) 2.03
HBIN 5.61 (0. o, J=15.6,J=1.5), J=6.4) J=64) (M) (c, Ac)
6.95 (1. 1, J=15.6,J=1.3)
MUHOP- 541 (n. 0, J=173,J=1.5); 6.91 (¢) 5.95 (k, 3.15-395 (m) 1.49 (xn, 1.31 (g, J=8.3) 3.15-3.95 2.83 (c) 2.01
HBII 5.62 (m. o, J=15.6,J=1.5); J=64) J=64) (M) (c, Ac)
7.06 (1. 1, J=15.6,J=1.3)
14 9.00 (ymr ¢) 6.63 (n, 3.17 (x, 223 (n. 1, 2.9 (n. 1, 1.37 (xn, 1.19 (xn, 3.05-3.25 2.43 (c) 2.37
J=24) J=64) J=11.0, J=11.0, J=64) J=64) (M) (c, Ac)
J=9.8) J=52)
16 7.33 (0. o, J=15.6,J=8.2); 7.00 (x, 3.29 (x, 2.24 (m. n, 3.08 (m. 1, 1.34(x, 1.21(x, 3.02 2.43 (c)
5.30 (a. o, J=8.2,J=0.6); J=1.8) J=64) J=11.9, J=11.9, J=6.7) J=6.7)
5.26 (n. n,J=15.6,J=0.6) J=382) J=5.5)
17 7.38 (0. o, J=15.9,J=19.0); 7.03 (k, 3.51 (c) 2.70-2.90 - - 2.70-2.90 1.18 (r,
5.16 (0. o, J=15.9,J=0.9); J=1.8) J=17.1, CHs),
5.23 (0. 0,J=9.0,J=0.9) 2.63 (x,
J=1.1,CHy)
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lAc

277(3)

260(6 .
© IM-H,01" " 302(33)
~MeN=CH,
l 773’/ \{86
217(18) 229(42)  216(11)

B3anMmoneiictBre okcmma 5 ¢ ykcycHeIM aHTHapuaoMm mpu 30 °C compo-
BOXKJAeTcA Jeruaparaieii OKCUMHOM Tpynmnbel 10 HUTpWwiIbHOW. Ilpu sTom
B Ka4ecTBE OCHOBHOI'O MPOJAYKTa IOCIIE XpOoMaTorpadUpoOBaHUs peaKIMOHHOMN
Macchl, Kak M B cllydae coeAnHEHUus 4, ObIIO BBIICICHO aMMOHHIHOE OCHOBA-
Hue 13 c¢ BeixomoMm 41%, MO CHEKTpaJbHBIM XapaKTEepUCTHKAM aHAJIOTHYHOE
coemuHeHUIO 12 W TipencraBistomee coboi CMeCh M30MEPOB IO PaCIOJIOKe-
Huto Tpynn 4-Me u 7-Me (cootHomernwue 1:1.4). [IpoaykT pacuieruieHust TeTpa-
THAPOTUPUINHOBOTO (hparmenta — 1,3-guBuHmImHppoda 10 B 3THX yCIOBUAX
06pa3oBbIBaICcsa ¢ BEIX0HOM He Gonee 10% (SIMP 'H) m B MHIMBHIyambHOM
BHJIE HE BBIJIEIISIICS.

Crpoennie 3-BUHUIIUPPOIIOB 6, 7, 9 MOATBEPKICHO KOMIUIEKCOM CITEK-
TpanbHBIX HaHHBIX. B WK cnekrpax B obmactu 1625-1630 mmeercs monoca
BAJICHTHBIX KoJeGaHmii amuanoii rpymmsr C=0, a B o6macti 32803320 cm ' —
10JIOCA BaJICHTHBIX KoJieOanmii mupposibHO# cBs3u N—H. CriekTphl coemnHeHn
7 1 9 XapakTepHU3yIOTCS HATUYHEM IOJIOCHI BaJICHTHBIX Konebanuit CO 3ame-
CTHTENIs B OI0KeH:H 2 ipr 1650 1 1660 cM ' COOTBETCTBEHHO.

B crekrpax IMP 'H (Tabi. 2) HabGIIODAIOTCS CHTHANBI OT BCEX HPOTOHOB,
uMeronmxcs B MoJiekynax. st nporonoB H-4 u H-5 B cnekrpax coeauHeHUN
6, 7, 9 HaGiromaeTcss KOHCTAHTA CITUH-CIITHOBOT'O B3aMMOJICHCTBUS C MTPOTOHOM
NH, xapaktepnas ans nuppona [4]. Curnansl BUHMIBHOH Tpynmel mnpu Cg,
HaONIOMAIOTCS B BHUAC TPEX IyOJeT-TyOJICTHBIX CHTHAJIOB C XapaKTePHBIMHU
BUNMHATBHEIME (8.9—-11.0 1 17.4-17.7 I'm) u remunanmsHoi (1.2-2.1 I'm) KCCB.

Macc-cekTpbl BUHUIMUPPOIOB 6—9 xapakTepu3yIOTCSd HaJUYueM Malo-
MHTEHCHBHBIX [TUKOB MOJIEKYISAPHBIX HOHOB (1-8%), nonos [M]', oTBeuaromux
ux opyrro-dopmynam. OCHOBHBIC HaNpaBIICHUS WX pacmaja XapaKTePH3YIOTCS
0- ¥ B-pa3pblBaMH B aMHUIOM3ONPONMIBHOM paMKalle TIOJI0XKEHHS 2, 9TO MPH-
BOIUT K oOpa3oBanuto pparmenTo @, u d,.
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Tabnuma 2

Cnextpst SMP 'H 3-puananuppo.ios 6, 7,9, 10

Xummyeckue casury, o, M. 1. (KCCB, J, ')

Coenu-
HEHUE NH.
g ’C 3-CH=CH, H-4 H-5 N-CH;, ¢ N-Ac, ¢ N-CH,, m CH-CH; 2-R
6 9.04 6.63 (1. n, J=17.4,J=28.9); 6.1 6.61 2.78 2.00 3.76 3.40 (m, CH); -
532 (.0, J=174,J=2.1), (r,J=24, (1,J=24, 1.21 (o, J=6.7, CH;)
492 (n. n,J=89,J=2.1) J=2.4) J=24)
7 10.03 6.57 (n. n, J=17.7,J=11.3); 7.05 - 2.75 2.02 3.70 3.30 (m, CH); 9.45
548 (n. o, J=17.7,J=1.5); (m, J=2.1) 1.28 (m, J= 6.4, CHs;) (c, CHO)
5.08 (m. o, J=113,J=1.5)
9 10.48 6.56 (n. o, J=17.4,J=11.0); 7.25 (m) - 2.84 2.04 3.82 3.52 (m, CH); -
554 (n. n,J=17.0,J=1.2); 1.29 (n, J= 6.7, CH3)
5.5 0, J=11.0,J=1.2)
10 —* 6.2 (n.n,J=174,J=10.2), 6.89 (c) - 2.80 2.05 —* CH* 1.29 (n, CH3) -

* CHUrHajbl 0CTaJIbHbBIX IIPOTOHOB MEPEKPHIBAIOTCA C CUTHAJIaMU MTPOTOHOB aMMOHUIHOTO ocHOBaHus 13.
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Msbl momaraem, YTO TPEBPAlIEHHE TETPArHAPONHUPPOIIONHPUANHOB 1-5
B 3-BHHWJIMIHPPOJIBI TPOTEKAEeT IO THUIY peakiuu [opmaHa W HaumHaETCS
¢ oOpazoBanus N-ammnueBbx coieil Tuma A. Ilocnemyromas araka ameTOKCH-
aHuoHa 1o rpynne 4-Me npuBoauT K paspbiBy cBsi3H Cu—N u 00pa3oBaHUIO
BUHWIMHAPPOJIOB. OTCYTCTBHE B PEAKIMOHHOW CMECH albTepHATHBHBIX 2-BH-
HUIMUApposioB B, mo-BuanMOMy, 00YCIOBICHO CTEPHUYECKUMHU MPETISTCTBUAMHU
JUIA aTakyd aleTOKCH-aHMOHAa Ha TICeBJOAKCHANbHBIA mpoToH H-7 (BTOpOit
-TIPOTOH OTHOCHUTENEHO AMMOHHIHOTO a30Ta).

2-AneTtunzaMellleHHbI nuppononupuauH 14 moiydeH U3 coeauHeHus 1
¢ BbIXoA0M 75% mo peakuuu Bunscmaiiepa—Xaaka.

Me
Me
MeCONMe, N | |
—_—
POCIl,
N COMe
Me
1 14

[Ipu nmeficTBUM TPpUGTOPYKCYCHOTO aHTHAPHAA HA TETPATHIPOIHPPOIONH-
puuHs 1, 3 1 15, B oT/IMune OT YKCYCHOTO aHTHIPHAA, IPOUCXOIUT TPUDTOP-
alleTHIIMPOBAHNE O-TIOJIOKEHHSI THUPPOIBHOTO KoJbIa. COOTBETCTBYIOIIHE
2-tpudTopaneTuiazaMenieHasie Tuppoiio[3,2-c|mupunuast 4, 16, 17 mory4eHb!
¢ BerxogoM 60-70%.

(CF,C0),0

Rl R
1,3,15 4,16, 17

1,4R=H;3,15-17R=CH=CHj; 1, 3,4, 16 R' =R>=Me; 15,17 R' =H, R> = Et
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Tabnuma 3

XapaKTepnchm CHHTEC3UPOBAHHBIX coeTMHEeHUit

Haiineno, %
Coenu- Bpyrro- Borurcreno, % T . °C Brixon,
HEHHe tdopmyna ’ %
C H N
4 Ci.H;5F3N,O 55.43 5.75 10.34 132-133 52
55.39 7 10.77
5 Ci3H23N;0 70.21 7. 17.83 140-142 91
69.95 15 18.02
6 C12H18N20 69.43 8.75 13.44 Macio 7
69.87 8.78 13.58
7 C13H18N202 66.53 75 12.01 Macio 18
66.67 .6 11.96
9 C12H15F3N20 55.01 5.60 10.43 Maciao 9
55.39 i 10.77
12 C14H19F3N203 53.43 5.89 8.44 AMOpfbHOC 48
52.50 9 8.75 B-BO
13 C15H22N302 65.15 8 15.11 Macimo 41
65.45 . 15.27
14 CoHisN,O 69.35 8.51 13.68 122-124 42
69.9 8. 13.6
16 C14H17F3N20 58.86 6.10 9.52 Maciao 55
58.74 . 9.79
17 C13H15F3N20 57.10 5.75 10.35 Macimo 65
57.35 5.51 10.29

[IpoxyKThl nerpajanvu TETParuApONUPUANHOBOTO KOJIbIA MpU TPUPTOp-
alleTUIIMPOBAHUN BBIJEJIEHBI HE OBUIH, YTO 00YCIIOBIEHO HU3KOH OCHOBHOCTBIO
TpudTOpaeTOKCH-aHUOHA.

Takum oOpa3oM, HaMH OOHapy>kK€Ha HOBasl peaklus pacUIeTIeHHs TeTpa-
THIPOIUPPOIOMUPUANHOBOTO KOJIbLA. [IpeicTaBiseT HHTepec BhISICHUTS, SIBIISI-
€TCSl JTU dTa PEaKIus XapaKTePHOU TOIBKO YIS TeTparuaponuppoio|3,2-c|uu-
PUIMHOB WJIM MOXKET TPOTEKaTh B CIIydae APYTHX TeTePOLHKINYECKUX COCIH-
HEHHH C TETParuiponrpUINHOBEIM (ParMeHTOM.

SKCHEPUMEHTAJIBHASI YACTb

UK crnexrpsl noiydensl Ha cuekrpomerpe UR-20 B Tabnerkax KBr (st kpucTamimdeckux
BEIICCTB) WM B TUICHKE (JIs KHIKOCTEH). Macc-CieKTpbl peructprpoBanu Ha npubdope Kratos
MS-2 SFR ¢ npsMbIM BBOAOM 00paslia B UCTOYHHUK HOHOB IPU HOHHM3UPYIOIIEM HANPSHKCHUH
70 3B. XpoMaTo-Macc-CIeKTpbl HOTydeHs Ha pubope HPMS 5988. Crexrpst AMP 'H mis ~3%
pactBopoB cuHTe3upoBaHHbIX BemecTB B CDCl; perucrpuposany npu 20 °C Ha npubope Bruker
WM-200 (200 MI'm). Xumu4eckue CIBUTH HU3MEPEHbl OTHOCHTEIHHO BHYTPEHHErO CTaHAapTa
TMC. Ins ToHKOCHOHHONH xpomartorpaduu ucnons3zoBamy miactuabl Alufol u Silufol UV-254
(TIIposiBIIEHUE MapaMy Moja), I KoJoHO4HOI xpomarorpaduu — Al,O; I cr. akt. no bpokmany.
OU3NKO-XUMHYECKUE KOHCTAHThI, BBIXOJbl M JAHHBIC DJIEMEHTHOIO aHallM3a NPHUBEICHHI B TAOII.
3.

Cunres coequnaeHnid 1-3 onmcan B paborax [5, 6], coemunenust 5 — B [7], coequuenus 15 —
B [8].

4,5,7-TpumeTuanuppoJio-2-rpudropamneruii-4,5,6,7-rerparuaponuppo.io|3,2-clnupu-
auH (4). K pactBopy 0.5 r (3 mmonb) nupposonupuuHa 1 B XJIOPUCTOM METHIICHE PHOABISIOT
1.16 r (14.6 Mmonb) mupuauHa, a 3aTeM Mo KamisiM pactBop 2.56 r (12 mmonb) Tpudrtop-
yKcycHoro anrugpuzaa B 10 mia xsopucroro MmerwineHa. Kumsarar 2 9 (koHtpons mo TCX),
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MOAIIETaYNBAIOT BOAHBIM pacTBOpPoM cofbl 10 pH 9-10, skcTparupyroT XJIOPUCTBIM METHIIEHOM.
Oxcerpakt cymar MgSO,. PacTBopHuTens OTTOHSIOT, OCTATOK HEPEKPUCTAIIIM30BBIBAIOT U3 CMECH
rexcan—stunanerar. [lomydaror 0.4 r coenunenus 4, skentsle kpuctamibl, R, 0.4 (Alufol,
srunanerar). UK cmektp, v, e = 1650 (CO). Macc-ciektp, m/z (Ipm, %): 260 [M]" (2),
245 (100), 217 (18), 202 (16).

3-Bunna-2-|(N-metuia-N-aneramuao)uzonponuijonuppoa (6). Pacteop 0.5 r (3 mmois)
nupponommpuanHa 1 B 13 Mt ykcycnoro anruapuaa narpesatoT 30 mun mpu 70 °C (KOHTpOJb
mo TCX). YKcycHBI aHTHIOPUA OTTOHSIOT, OCTATOK XPOMAaTOrpaHpyIOT, SITOCHT JTHIAIETAaT.
[omywaror 45 mMr nuppona 6, cBeTyioe KpUCTAIIM3YIOLIEeCs: Macio (KpacHeeT MpU CTOSHUH),
R; 0.2 (Alufol, rexcan—stunanerar, 1:2). UK cnextp, v, em 't 1625 (CO), 3280 (NH). Macc-
cnextp, m/z (Iym, %): 206 [M]" (5), 120 (23), 133 (13).

3-Bunna-2-[(N-meTuin-N-aneramuao)uzonponui|-S-popmuanuppos (7). Ilonyyaror ana-
JIOTMYHO COCOUHEHHI0 6 u3 3 MMonbp nuppononupuauHa 2 B 13 MI yKCYCHOro aHruapHja.
Bununnuppon 7 npezacrasiser coboil xenroe macio, Ry 0.2 (Alufol, stunauerar). MK cnexrp,
v,eM ' 1630 (COMe), 1650 (CHO), 3305 (NH). Macc-crextp, m/z (Iyy, %): 234 [M'] (8),
148 (12), 161 (18).

1,3-IuBunnia-2-[(N-metunaneramuao)usonponuinuppo (8). Pacteop 0.2 r (I mmons)
UpposIoNUpHIMHA 3 B 2 MJI yKCYCHOTO aHruiapuaa BeiaepkusatoT 2 Hen npu 30 °C (KOHTpoib
no TCX). IMoxmenauusator 50% pactBopoM coxsl 10 pH 9. Dxcrparupyror 3¢pupom, IKCTpaKT
cymatr MgSO,4. B ocrarke (0.172 r, 75%) mnocine oTroHku s¢upa B BakyyMe, HO JaHHBIM
XpoMaro-Macc-CrieKTpomeTpuH, conepxurcsa 80% coenunenns 8. I[Tocie xpomaTorpadupoBaHust
9TOrO OCTaTKa Ha OKCHJC alFOMHHUS, JMFOCHT dTHianeraT-rekcad, 1:10, seyienstor 60 mr (26%)
COeJIMHEHMS 8, 3arPA3HEHHOrO IOJIMMEPaMH, KeNlToe Macio, Ry0.52 (Alufol, rekcan—stunauerar,
4:1). UK cmexkrp, v, eml: 1625 (N-CH=CH,). Macc-cuextp, m/z (I, %): 232 [M]" (18),
159 (25), 146 (100), 132 (10), 131 (9), 130 (7), 118 (5), 117 (7), 91 (5), 86 (4), 77 (5), 56 (3),
44 (30), 43 (25).

3-Bunna-2-[(N-meTujianeraMuao)u3onponuii|-S-tpupropaneTwimuppona (9) u ruapok-
cua  S-anermn-4,5,7-tpumernii-2-Tpudpropanernin-4,5,6,7-rerparuaponuppo.o|3,2-cjnupu-
aunus (12). PactBop 0.22 r (0.85 mmonb) 2-tpudropauerwinuppoionupuania 4 B 8 mi
yKkcycHoro anrunapuzaa HarpesarorT 5 4 npu 90 °C (kontpons nmo TCX). YkcycHbli aHruapun
OTrOHSIOT B BakyyMe. OcraTok xpomarorpadupyioTr Ha KOJIOHKe ¢ cuiHkaresneM. CMechio rekca-
Ha ¢ oTunaneratoM, 1:2, BeiMbiBatoT 30 Mr (9%) 3-Bunmnmuppona 9, xenroe macno, Ry 0.5
(Silufol, stumanerar). UK crextp, v, cM ' 1630 (COMe), 1660 (COCFs), 3320 (NH). Macc-
cnektp, m/z (Lo, %): 260 [M]" (8), 229 (23), 216 (100).

3areM cMecblo rexcaH-atminanerar, 1:1, BeiMbeBaior 0.15 T (48 %) cmecu ameraroB N-
anermi-N-Merunrerparnaponuppononupimnanst 11A' w1 11B. DTy  cMech  MOBTOpHO
XpoMaTorpaupyroT Ha KOJIOHKE C OKCHIOM AIIOMHHHSA [V CT. aKT., 2IIFOEHT CMech THIAIeTaT—
rentad, 1:1. IMomy-wator 0.10 r rugpokcuaa nupposonupuannust 12, sxenaroe amopdHOe
BemectBo, R, 0.11 (Alufol, stunanerar—renrasn, 1:1). UK cnextp, v, em ': 1680 (COCF;), 3100
3500 (OH, NH). Macc-cniektp, m/z (Iom, %): 302 [M" —H,0] (33), 277 (3), 260 (6), 235 (9), 233
(9), 232 (9), 217 (18), 216 (11), 214 (8), 202 (6), 160 (8), 148 (8),146 (8), 119 (10), 118 (9), 117
(6), 86 (43), 44 (100), 43 (13).

I'mapoxcun  1-Bunmni-4,5,7-tpumernii-2-unano-4,5,6,7-rerparuaponuppo.io|3,2-clnupu-
auHa (13). PactBop 0.15 1 (0.6 MMOIIB) OKCHMa 5 B 2 MJT YKCYCHOTO aHTHAPHIA BBIICPIKHBAIOT
npu 30 °C 2 wen (koutpons mo TCX). YKCYCHBIH aHrHAPHUI OTTOHAIOT B Bakyyme. K ocratky
npubaBsiror 10 MII BOABI M MOJIICIAYMBAIOT HACBIIICHHBIM pacTBopoM Na,CO; a0 pH 8.
OkcTparupytot apupom (4 x 50 mi), sxerpakr cymat MgSO,4. OctaTok mocie OTrOHKH dhupa
xpomatorpadupyrot Ha konoHke (1 x 30 cm) ¢ ALO3 IV cT. aKT., 2)II0€HT dTHIaleTaT-TeKCaH,
1:4. Beigensmior 70 mr (41%) coenunenus 13, 6ecusetnoe macio, R, 0.23 (Alufol, stunarerar).
UK cnextp, v, em !t 1632 (N-CH=CH,), 2230 (CN), 3100-3500 (OH). Macc-cnektp,
m/z (I %): 257 [M]™ (2), 187 (2), 184 (14), 171 (10), 157 (10), 156 (8), 142 (8), 86 (42),
44 (100), 43 (36).

2-Anerui-4,5,7-rpumerni-4,5,6,7-rerparuaponuppoio[3,2-clnmpuaun (14). K oxia-
xaeHHBIM 10 —5 °C 1.66 1 (1.8 mmoins) N,N-mumernnaneramuza (JIMA) o kamisM 100aBiIsioT
0.92 r (6 mmoub) xsopokcuna docdopa u mepemenmBaror 40 mMun pu 20 °C. OXITaKAAOT 10
10 °C u mo xamnsm npubasisioT pactBop 0.5 r (3 mmoins) nmuppononupuansaa 1 B 4 ma [IMA.
Peakuunonnyio maccy nepememmBaoot 7 4 npu 40 °C (koutpons no TCX). Hobasmstor 20 mi
JIeTHOM BOIBI, moiienaunBaoT 10% pacTBopoMm mienoun. KCTparupyroT s¢upoM (3 x 100 mu),
akcTpakT cymar MgSO,. Octarok (0.52 r) nocne otroHku 3¢upa u octatkoB JIMA (B Bakyyme
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MacJITHOTO Hacoca) HepeKkpucTamini3oBbiBaoT. [lomywator 0.26 r (42%) coenunenus 14,
KpHCTajibl po3osoro useta, R, 0.6 (Silufol, 25% NHs—usonponanosn, 1:10). UK cnektp, v, em
1650 (COMe). Macc-criektp, m/z (Iyy, %): 206 [M]" (5), 191 (100), 175 (10), 163 (26), 148 (33),
133 (4), 118 (3), 91 (3), 43 (6).

1-Bunni-4,5,7-rpumerni-2-rpudropanerui-4,5,6,7-rerparuaponuppo.io[3,2-clnupu-
auH (16). K pacteopy 0.15 r (0.9 mmons) 1-suamnmupporna 3 u 0.07 r (0.9 Mmons) nupuauna
B5mn CH,Cl, mpu —5 °C mpubasisiior mo kamwmsiM pactBop 0.66 r (3.2 mmons) TpudTop-
YKCYCHOTO aHTHAPHIA B 2 MJI XJIOPUCTOTO METHJIEHa. PeakIMOHHyI0 Maccy BBIIEP)KHBAIOT HPH
30°C mo 3aBepmienusi peakuuu (KoHTpodb mo TCX). Oxmaxmaror, mopmenadnBaot 10%
pactBopoM comsl o pH 8, axcrparupyrot adupom (3 x 50 mi), sxcrpakt cymar MgSO,. OctaTtok
[OCJIe OTTOHKH PacTBOpUTENs XpomartorpadupyroT Ha kosonke (1.2 x 17 cm) ¢ ALO3, amoeHT
stunanerar-rexcan, 2:1. IMomyuaror 0.12 1 (55%) coenuuenus 16, sxentoe macino, Ry 0.34
(Silufol, crupt). UK crektp, v, cM ': 1663 (COCF3). Macc-criektp, m/z (Iom, %): 286 [M]" (0.5),
271 (100), 255 (15), 243 (8), 228 (23), 174 (7), 132 (5), 131 (9), 42 (7).

1-Bunna-2-rpudropanerni-5-3tui-4,5,6,7-rerparuaponuppoo[3,2-clnupuaun  (17).
K pactBopy 0.62 r (3.5 mmomnb) 1-Burmmupporna 15 B 10 M aGCONMIOTHOTO TOMYOIa TPUOABISIOT
7.4 T (35 MMOIB) TPUPTOPYKCYCHOTO aHTHAPHAA U BBIAEPKHBaOT 5 4 nipu 20 °C (KOHTPOIb 1Mo
TCX). Toxyon u TpupTOPYKCYCHBIN aHTHIPUZA OTTOHAIOT B Bakyyme. OctaTok oOpabaThIBaroT
HachIleHHBIM pacTBOpoM Na,COj;, skcrparupytor sdupom (3 x 100 mir), SKCTpakT cyuar
MgSO,. OctaTok mocie OTroHKH 3¢upa xpomarorpapupyror Ha KooHke (2 x 40 cm) ¢ Al,Os,
MIOCHT dTHIaneTaT—rekcan, 1:5. Beigemnsror 0.4 T (65%) coenuHenus 17, cBETIO-KENTOE MacIo,
R 0.8 (Alufol, stunanerar-rekcan, 1:1). MK cnekrp, v, em': 1650 (COCF;). Macc-criextp,
m/z (I, %): 272 [M]" (40), 270 (26), 257 (11), 215 (100), 146 (14), 118 (14).

Hccneoosanus evinonnenvl npu noodepoicke PODPHU (epanm Ne 02-03-32941).
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