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MokasaHo, 4TO Npu B3aumogencTeun 1,2,3-TvaguasonunruapasoHa 4-metokcmbeHsanbaermaa c

a-6pom-4-meToKkcmaueTtopeHoHOM B

NpUCYTCTBUM

TPUITUAAMUHA obpasyetca  5-(4-

MmeToKcmbeH3omnn)-6-(4-meTokendenun)-6,7-gurnapo-5H-[1,2,3]1puasono[5,1-b][1,3,4]magmnasmx

B BUAE CMECU Uyuc- © mpaHc- ctepeonsomepos. MlccnegoBaHo BAMAHME HA COOTHOLWIEHME U30oMe-

pPOB NPUPOAbI PacTBOPUTENA U TemnepaTypbl. BbiABNeHO yBenndyeHne OTHOCUTENIbHOTO KOJIMYEeCTBa

MPAHC-CTePEoU3oMepa C YBeIMYEHMEM MNONAPHOCTM pacTBoputena. OTMeYeHo, 4To TemnepaTypa

HE BZIMAET HAa COOTHOLWUEHNE N3OMEPOB.

BsepeHue

MN3BeCTHO, 4TO NpPU B3aMMOAEWNCTBUM 5-
rmapasmHo-1,2,3-tTnagmasonos C a-
6pomauetTopeHoOHAMM B NPUCYTCTBUK

OCHOBaHMi ob6pasytotca  5H-[1,2,3]tpmasono
[5,1-b][1,3,4]Tnagmnasunnbi[1].
6bIMM NONyYeHbl AaHHble TeTePOLUKANYECKUe

PaHee Hamu

CUCTEMDI TpaHchopmaumei 1,2,3-TMagu-
a30NUNTMAPA30HOB auetodpeHoHOB noa
aencrenem  neHtaxnopuga docdopa  umam

xJsiopucToro TmoHnnal2,3].

Pe3ynbratbl M 06CyKaeHue

B npoaonKeHUn Hawux uccnenoBaHUi no
N3y4eHuto neperpynnMpoBoK n
TpaHchopmaunint NpPou3BOAHbIX 5-rmapasuHo-

1,2,3-Tvagmnas3onoB Hamu bOblna npoBegeHa
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peauma 1,2,3-TvagmnasonnnrugpasoHa 4-
METOKcUu-beH3anbaernaa c a-6pom-4-
MeTOoKcMaLeTodeHOHOM B NPUCYTCTBUM

TPU3TUNAMUHA NPU HarpeBaHUM B 3TaHone. B
pe3ynbrate peakumnm mMbl OXKULANN NOYYNUTb 3-
[4], npoaykt
Onmpota w©n  peakuuu

mepkKanto-1,2,3-tpnason 2
neperpynnmpoBKu
o-b6pomaueTopeHoOHOM
5H-
[1,2,3]tpnasono(5,1-b][1,3,4]Tmaanasuu 3,

AJIKWINPOBaHUA

ucxogHoro  Tuagumasona 1,  nambo
obpasylowmiica B pesysbTaTte MnocaesyroLLen
BHYTPUMONEKYAPHOM LUUKNOKOHAEHCAUUMK
coeanHeHus 2 [5].

Mpwn aHanM3e cnekTpasbHbIX AaHHbIX 6blIO
YCTaHOBNEHO, YTO B Al@HHbIX YCNOBUAX PeakLmmn
obpasyeTcsa [1,2,3]Tpnasono(5,1-
bl[1,3,4]tmagnasmnH 3. B cnektpax AMP 4,

CHATbIX B pa3Hbix pactBoputenax (CgDg, CDCls,



CDsCOCD;, DMSO-Dg),
Habopa CUrHanoB, COOTBETCTBYIOWMNE MPAHC- U

Habnloganucb  ABa
yuc-ctepeomsomepam. Bo Bcex pactsoputensx
npeobnagan mpaHc-ctepeomsomep (tabn. 1).
Mpu 3Tom B 60slee MONAPHbLIX PACTBOPUTENNAX

ero OTHOCUTE/IbHOE KoOn1n4yecTtso
yBE/TINYMNBANNOCDH. Bblno TaKKe noKasaHo, 4To
TemnepaTtypa MNPaKTUYECKM He BAUAET Ha
COOTHOLWEHNE N30MepoBs.
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Tabnunua 1.

1
CooTHoLWweHMe n3omepos, B cnektpax AMP “H,
CHATbIX B Pa3HbIX PACTBOPUTENAX MPU Pa3HbIX

TemnepaTtypax

Temne-| OTH. nonap- | OTH. OTH.

PacTe-nb |paTypa,| HOCTb pac- | KOA-BO, | KOA-BO,

°C | TBOpU-TeNA, | yuc- mpaHc-

E; n3omepal nsomepa
CeDg 25 0,111 1 1.6
CDCl; 25 0,259 1 3.3
CDCl; 50 0,259 1 3.3
CD3;COCDs3 | 25 0,355 1 2.9
DMSO-Dg | 27 0,444 1 3.8
DMSO-Dg | 50 0,444 1 3.7
DMSO-Dg | 90 0,444 1 3.8
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Puc. 1. Cnektpbl AMP 'H coeauHeHus 4, cHATble B
Pa3/IMYHbIX PAacTBOPUTENAX U MPU Pa3/INYHbIX TEM-
nepaTtypax: a - CDCl; npu 50°C; 6 - C¢Dg; B —
CD5COCDs; r - DMSO-Dgnpm 28 °C.

Cnepyet oTMETUTL, YTO NPU MONbITKE NPO-
BECTM AAHHYIO peaKLUIO B CYXOM aueToHUTpuae
B8 npucytctBum K,CO3 Bblna nonyyeHa TpygHo-
pasaenrman CMecb NPOAYKTOB.

3Kcnepume|-rranb|-|aﬂ 4acTb

Cnektpbl AMP 1H wn 13C noayyeHbl Ha
npu6ope Bruker DRX-400 (400 Mry, ans *H, 100
MTu, ona 13C), BHYTPEHHUI cTaHaapT — TMC.



Obwana MeTogMKa MNONYyYeHUs 3STUNOBOro

adupa
MeToKcudeHun)-6,7-anrnapo-5H-

5-(4-meTokcnbeHsounn)-6-(4-

[1,2,3]Tpmasono(5,1-b][1,3,4]TmagmnasmnH-3-
KapboHOBOM KMCNOThI (3).

0,2 r (1 mmonb) rmgpasoHa 1 1 0,25 mn (1,8
MMO/b) TPUITUNAMMHA B aBCONOTHOM cnunpTe
(10 mn) HarpesawT 30 MWHYT 4O MNOJIHOTO
pacTBopeHuA. 3aTem gobasnsawoT a-6pom-4-
meToKcunauetopeHoH 0,230 r (1 mmonb).

Peakumio  npoBoAAT NpPU  MHTEHCUMBHOM
nepemeluMBaHMn U HarpesaHun o 45-50°C B
TeYyeHne 6-T 4acoB. PacTBOpUTENb OTFOHAT
npu MOHUKEHHOM AaBNEeHUN.
O6pa30BaBLUMINCA OCTATOK YUCTAT KOJIOHOYHOWM
Xpomartorpadueit, 3110eHT 3TUNaueTaT-rekcaH
1:1.

Bbixog, 0,103 r (62%), Tna=190°C. HalgeHo
(%): C, 58.16; H, 4.85; N, 12.34; S, 7.07.
Cy,H25N405S. BbiuncneHo (%): C, 58.14; H, 4.88;

N, 12.33; S, 7.05.

CDCls.
mpaHc-usomepa K yuc-nsomepy —3.3:1.

Cnektp AMP 'H (400 ru, €DCls), &, m.a. (J,
Mu):

TpaHc-nzomep: 7.87 (2H, o, J = 8.9, ArH);
7.24 (2H, o, J = 8.7, ArH); 7.03 (1H, g, J = 3.5,
NH); 6.91 (2H, a, J = 8.9, ArH); 6.75 (2H, n, J =
8.7, ArH); 5.21 (1H, aa, J = 3.4, J = 3.5, C-(6)H);
5.08 (1H, g, J = 3.4, C-(5)H); 4.24 (2H, k, J = 8.0,
OCH,CHs); 3.83 (3H, ¢, OCHs); 3.69 (3H, c,
OCH;); 1.27 (3H, T, J = 8.0, OCH,CHs).

Luc-nszomep: 7.70 (2H, g, J = 8.9, ArH); 7.20
(2H, o, J=11.9, NH); 7.18 (2H, n, J = 8.72, ArH);
6.84 (2H, o, J = 8.9, ArH); 6.76 (2H, 4, J = 8.7,
ArH); 4.91 (1H, g, J = 2.3, C-(5)H); 4.65 (1H, aa,
J=11.9, J = 2.3, C-(6)H); 4.37-4.31 (2H, Kk, J =
7.1, OCH,CHs); 3.80 (3H, ¢, OCHs); 3.69 (3H, c,
OCH3s); 1.32 (3H, 7,/ =7.1, OCH,CHj).

Cnektp AMP *C (100 Ty, CDCl3): 193.78;
164.84; 159.71; 131.07; 130.78; 127.82; 127.68;

1) PactBopuTenn CooTHOoLWeHne
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127.38; 126.91; 114.44; 114.33; 61.03; 56.78;
55.53; 55.11; 38.80; 35.07; 14.25; 14.19.

2) PactBoputens DMSO-Dg. CooTHOLlIEHME
mpaHc-nsomepa K yuc-nzomepy — 3.8:1.

Cnektp AMP 'H (400 'y, DMSO-Dg), 8, m.A.
(, Tw):

TpaHc-nzomep: 8.00 (2H, 4, J = 8.9, ArH);
7.89 (1H, a, J = 6.5, NH); 7.37 (2H, o, J = 8.7,
ArH); 7.01 (2H, o, J = 8.9, ArH); 6.82 (2H, g, J =
8.7, ArH); 5.53 (1H, a, / = 6.2, C-(5)H); 4.88 (1H,
a,J]=6.2,J=6.5, C-(5)H); 4.28 (2H, k, J =7.1,
OCH,CHs); 3.89 (3H, ¢, OCH3); 3.73 (3H, c,
OCHs); 1.34 (3H, 7, J = 7.1, OCH,CHs).

Huc-nzomep: 7,91 (1H, g, J = 10.0, NH); 7.88
(1H, g, J = 9.0, ArH); 7.23 (2H, g, J = 8.8, ArH);
6.94 (2H, no, J = 9.0, ArH); 6.76 (2H, g, J = 8.8,
ArH); 5.60 (1H, a, J = 2.6, C-(5)H); 4.99 (1H, g, J
= 2.6, J = 10.0, C-(6)H); 4.37-4.30 (2H, oK, J =
7.1, J = 3.7, OCH,CH3); 3.86 (3H, ¢, OCH3); 3.71
(3H, ¢, OCHs); 1.38 (3H, 1,/ = 7.1, OCH,CHj3).

2) PactBoputens CD3COCD3. CooTHoOWweHue
mpaHc-nsomepa K yuc-nsomepy — 2.9:1.

Cnektp AMP 'H (400 'y, CD;COCD3), §, m.A.
(4, Tu):

TpaHc-zomep: 8.14 (2H, g, J = 9.0, ArH);
7.56 (1H, g, J = 5.20, NH); 7.48 (2H, n, J = 8.8,
ArH); 7.10 (2H, o, J = 9.0, ArH); 6.88 (2H, g, J =
8.8, ArH); 5.65 (1H, a, J = 4.5, C-(5)H); 5.29 (1H,
an,J=4.5,J=5.2,C-(6)H); 4.27 (2H,k, J=7.1,
OCH,CHs); 3.83 (3H, ¢, OCH3); 3.93 (3H, c,
OCHj3); 3.75 (3H, ¢, OCHs3); 1.28 (3H, 1,/ = 7.1,
OCH,CHs).

Huc-nzomep: 7.95 (2H, g, J = 9.0, ArH); 7.52
(1H, g, J = 10.3, NH); 7.43 (2H, a, J = 8.6, ArH);
7.01 (2H, g, J = 9.0, ArH); 6.88 (2H, o, J = 8.6,
ArH); 5.06 (1H, g, J = 2.5, C-(5)H); 4.99 (1H, apg, J
= 2.5,/ =10.3, C-(6)H); 4.37-4.30 (2H, oK, J =
7.1, =3.7, OCH,CH3s); 3.89 (3H, ¢, OCH3); 3.74
(3H, ¢, OCHs); 1.33 (3H, 1,/ = 7.1, OCH,CH;s).
CsDs.
mpaHc-n3omepa K yuc-nsomepy — 1.6:1.

Cnektp AMP H (400 Iy, C¢Ds), 8, m.4. (J, Tw):

3) PacTtBOpUTENDb CooTHoOLLEeHMEe



TpaHc-usomep: 7.72 (2H, a, J = 9.0, ArH);
6.70 (1H, g, J = 4.6, NH); 6.62 (2H, A, J = 8.8,
ArH); 6.58 (2H, 4, J = 9.0, ArH); 6.56 (2H, g, J =
8.8, ArH); 5.67 (1H, T, J = 4.6, C-(5)H); 5.31 (1H,
an, J=4.6,J) = 4.6, C-(6)H); 4.07-4.14 (2H, ok, J
=7.1,J=1.4, OCH,CHs); 3.19 (3H, c, OCHs); 3.18
(3H, ¢, OCH3); 0.95 (3H, 1,/ = 7.1, OCH,CHj).

Luc-nsomep: 7.46 (2H, g, J = 9.0, ArH); 7.29
(1H, g, J = 11.7, NH); 7.17 (2H, &, J = 8.6, ArH);
6.99 (2H, o, J = 8.6, ArH); 6.46 (2H, g, J = 9.0,
ArH); 5.62 (1H, g, J = 2.5, C-(5)H); 5.01 (1H, aa, J
=2.5,J = 11.64, C-(6)H); 4.18-4.13 (2H, aK, J =
7.1, J = 2.6, OCH,CHs); 3.16 (3H, ¢, OCH;); 3.11
(3H, ¢, OCHs); 1.05 (3H, T, J = 7.1, OCH,CH;).
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