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4-TNAPOKCUXHWHOJIOHBI-2

113*. CUHTE3 U IMNPOTUBOTYBEPKYJIE3HASI AKTUBHOCTb
N-R-AMUJOB 4-THJPOKCH-6-METHU.JI-2-OKCO-1-1T1POIINJI-1,2,5,6,7,8-
TEKCATHJIPOXHUHOJIUH-3-KAPBOHOBOM KHCJIOThI

Pazpaboran mpenapaTHBHBIA METO] TIOJTyYEHHS U OCYIIIECTBIICH CUHTE3 aHIIIHIIOB U TETCPHII-
aMHUIIOB 4-THIPOKCU-6-METHII-2-0KC0- 1 -mponmi-1,2,5,6,7,8-rekcaruipOXHHOIHMH-3-KapOOHOBOU
KHCIOTHL. [IpoBelleH CpaBHUTENBHBIA aHANNW3 CTPOCHHS W IMPOTHBOTYOEPKYJIEC3HBIX CBOICTB
CHUHTE3UPOBAHHBIX COCIMHEHHH ¢ MX HE3aMEILEHHbIMU B XHHOJIOHOBOM $IJIp€ aHAJIOTaMHu.

KiroueBble cjioBa: aMuIbl, 4-THIPOKCH-2-0KCOXHHOINH-3-KapOOHOBBIE KHUCIOTHI, IIPOTHBO-
TyOepKye3Has akTuBHOCTh, PCA, Tepmonus.

BrisiBieHne CTPYKTypHO-OMOJIOTHYECKAX 3aKOHOMEPHOCTEH B TOM HIIH
WHOM Psy XUMHUYECKUX COCTUHEHUN, WX HAKOIUICHHE W JIeTANBHBIA aHaIH3
JeKaT B OCHOBE IIEJICHANPABICHHOTO CHHTE3a JIEKApCTBEHHBIX CPEICTB C
3aJJaHHBIMU (PApMaKOJIIOTUIECKIUMH CBOICTBaMu [2].

B npomomxkenne mpoBOANMBIX HAMH HCCIIEIOBaHHA 110 TIOUCKY TOTEHITHAIb-
HBIX TPOTHUBOTYOEPKYIJIE3HBIX TMPEenapaToB CpPeAd aMHIUPOBAHHBIX IIPOU3-
BOAHBIX 1-R-4-runpokcu-2-oxco-1,2-muruipoXuHONNH-3-KapOOHOBEIX KHUCIOT,
JAaHHOE COOOIIEHNE TOCBAIICHO aHWIUAAM W TeTapuiamujgam 4-THIPOKCH-
6-MeTHI-2-0KCo- 1 -iponui-1,2,5,6,7,8-rexcaruipoXnHOINH-3-KapOOHOBOW  KH-
cinotel 1a—h (Tadm. 1).

CuHTe3 1eneBhIX aMUJ0B 1 OCYIIEeCTBICH HAa OCHOBE 4-METHIIIUKIOTeKCa-
HOHA (2). DTOT ANUIUKINYECKUH KETOH JIErKO BCTYNAaeT B CIIOKHO3(DHUPHYIO
KOHJICHCAIIMIO C AMITHIIOKCANAaToOM, o0pa3ys [-keromaseneBblii 3¢up 3, Ko-
TOPEIH, B CBOIO OYEpellb, IMOCIe IeKapOOHMINPOBAaHUS TPEBPAIIACTCS B 3THUIIO-
BBl 3up S-MeTHI-2-0KCOIMKIOTeKCaHKapOOHOBOK KHCIOTHL (4). B mamb-
HeHIlleM CHHTETHYeCKas CXeMa aHaJOTMYHA OIMMCAHHOMY paHee TOIYYCHHIO
N-R-amunoB 4-rumpokcu-2-okco-1,2,5,6,7,8-rekcarujpoxXuHOINH-3-KapOOHOBOI
KHUCIOTHI [3].

OCHOBHOE OTJIMYHE CUHTE3MPOBAHHBIX aMHI0B la—h OT ommcaHHBIX paHee
HEMETHIIUPOBAHHBIX aHANOroB [3] ¢ TOYKH 3pEHUS HUX CTPYKTYPHI COCTOUT
B TOM, YTO OHH COJIEPKaT JIOTIOJHUTENBHBIA [EHTP XUPAIBLHOCTH — aTOM YTIie-
polla B TOJIOKEHUH 6 XWHOJOHOBOTO sinpa. DaKTHUYECKH TaKWe COSAMHEHUS
MPEJICTABIISIIOT COO0M CMECH TUACTEPEOMEPOB, YTO OOBIYHO MPHUBOIUT K yABOE-
HHUIO KOJNMYECTBA CHTHANIOB B MX crektpax SIMP 'H wmm, npu 6nmskom
WX PAacIOIOKEHUH, K YCIOXKHEHHIO BHAA MYJBTHILIETOB. JlelWiCTBUTENBHO,

* Coo6menne 112 cm. [1].
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1 a R =3-¢ropdpennn, b R =3-xmopdpennn, ¢ R = nmupunus-3-un, d R = 4-(agamantui-1)-
THa3on-2-ui, e R = 6ensruazon-2-uiu, f R = 6-6pombenstuazon-2-un, g R =1,3,4-tuaguazon-
2-ui, h R = 5-metnin-1,3,4-tnanua3on-2-ui

Habmonaemsie crektpsl IMP 'H ammno la—h (Tounee ux ammdarnueckas
4acTh) OKa3aJIMCh JOCTAaTOYHO CJIOKHBIMM JUIsI OJHO3HAYHON HHTEpIpETaIlU
(tabn. 2). Ipeanpunstas Ha npuMepe amMuaa 1b MOMBITKa yHOpOCTUTH CIIEKTP
MyTeM HarpeBaHHs pacTBopa Hccienyemoro obpasuma mo 100 °C ycnexa He
npuHecna. B To jxe Bpemsi, NpuMeHeHHe METOIUKN IBYMEPHON CIIEKTPOCKOIIHH
SIMP 'H (COSY) 1103BOJIHIIO JOCTOBEPHO HPOM3BECTH OTHECEHHE PE3OHAHCHBIX
CUTHAJIOB MPOTOHOB N-TIPONMIBHOTO U T€KCaruAPOXHHOJIOHOBOTO (hparMeHTOB
B CIIEKTpPE 3TOrO coenuHeHMs. HalieHHble TpU 3TOM KpPOCC-TIMKH TOKa3aHBI
B BUJIE CTPEJIOK.
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HHuTepecHble 0COOCHHOCTH B CTPOCHWU aMHUIOB 1 OTMEYEHBI W 10 JaHHBIM
PCA. Tak, HanpuMmep, YCTaHOBIICHO, YTO B OTJIMYHE OT MCCIEIOBAaHHOTO paHee
HEMETWIMPOBAHHOTO aHajiora 8 [3], B CUMMETPUYECKHM HE3aBUCHUMOW YacTH
AJIEMEHTApHOW AYeHKHU KpucTamia 4-(agamanTwi-1)rruazon-2-wiamMuaa 4-ruap-
OKCH-6-MeTHII-2-0Kco- 1 -pormi-1,2,5,6,7,8-rekcarujpoxXnHOINH-3-KapOOHOBOI
kucnoTsl (1d) HaXOIUTCS TONBKO OJTHA MOJIEKyJa (PHUCYHOK, TabI. 3, 4).

Tabnuma 1

Xapakrepuctuku N-R-aMuaoB 4-rupokcu-6-meTnii-2-oxco-1-nponui-
1,2,5,6,7,8-rexcaruipoxuHoIMH-3-KapooHOBOI Kuca0TH 1a—h

Co- Haiineno, % IIpoTtuBo-
enu- Bpyrro- Beraucneno, % T. o, °C Beixon, Ty6epKy-
He- dbopmyna (pasn.) % JIe3Has
HIE c H N aKTUBHOCTH*
la C,0H,3FN,O; 67.18 6.56 7.67 117-119 82 7
67.02 6.47 7.82
1b C10H23CIN,O5 64.20 6.09 7.58 149-151 80 5
64.08 6.18 7.47
1lc C1oH,3N305 66.71 6.63 12.22 143-145 84 8
66.84 6.79 12.31
1d C37H35N5058 67.21 7.40 8.84 281-283 77 2
67.33 7.32 8.72
le C,1H,3N5058 63.33 5.72 10.66 223-225 80 10
63.46 5.83 10.57
1f C,H,,BrN;05S 52.82 4.76 8.90 241-243 82 10
52.95 4.65 8.82
1g Ci6H20N40O5S 55.03 5.88 16.16 190-192 75 0
55.16 5.79 16.08
1h C7H2,N4O5S 56.44 6.27 15.34 226-228 76 0
56.34 6.12 15.46

* VYruerenue pocta (%) Mycobacterium tuberculosis H37Rv ATCC 27294 B KOHIICHTpanuu
6.25 MKr/MIL
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Tabnuma 2
Coextpbl AMP "H (200 MI'u) amuzos 1

Xumuyeckue caBuru, o, M. 1. (J, ['m)
Coenu- ~ .
werme | 4OH | CONH | NCH, | 8-CH, H-5 HT+HS | (IZ—IH6C+H H-7 6(3%{3 B%H;r R
2117 s -
(o) | (Ho | @Hw | @Hw | (Hxn [ @ | DgpUe [ asw | O G
1a 15.20 12.86 3.92 2.78 2.61 1.90 1.62 1.36 1.01 0.90 7.62(IH, n.7,J=112mn
J=16.2, (J=6.4) J=173) | J=22,H-2"); 7.43 (1H, n,
J=4.3) J=18.2, H-6"); 7.32 (1H, 1. &,
J=82u J=1.7,H-5");
6.95(1H, 1. 1,/=8.6 1
J=2.1,H-4")
1b 15.18 12.86 3.93 2.80 2.63 1.92 1.63 1.37 1.02 0.91 7.85 (1H, ¢, H-2"); 7.45 (1H,
J=16.6, J=64) J=73) | n1,J=82uJ=1.6, H-0Y;
J=4.5) 7.37 (1H, 1, J = 7.9, H-3");,
718 (1H, n.1,J=7.7n
J=1.6,H-4")
1c 15.18 12.80 3.94 2.81 2.63 1.92 1.63 1.38 1.02 0.91 8.78 (1H, n, J = 2.6, H-2");
J=16.4, J=6.4) J=73) | 834(I1H,n.n,J=4.7mnu
J=4.7) J = 1.4, H-4"),; 8.08 (1H, x. T,
J=83uJ= 1.7, H-6"; 7.39
(1H, T, J= 6.4, H-5")
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1d

le

1f

1g

1h

14.25

14.00

14.09

14.20

14.01

13.74

13.96

13.88

13.85

13.87

3.94

3.90

3.95

3.96

3.94

2.82

2.78

2.82

2.83

2.83

2.63
(J=163,
J=4.1)

2.58
(J=164,
J=42)

2.61
(J=163,
J= 4.4)

2.63
(J=164,
J=42)

2.58
(J=163,
J= 4.6)

1.93

1.83

1.90

1.92

1.89

1.63

1.60

1.65

1.64

1.62

1.37

1.28

1.01
J=62)

0.97
J=623)

1.02
(J=6.4)

1.02
J=623)

1.00
(J=6.4)

0.91
J=13)

0.91
J=13)

0.93
J=123)

0.92
(J=174)

0.92
J=13)

6.79 (1H, ¢, H-5"; 2.01 (3H,
¢, y-H apmamanrana); 1.83 (6H,
¢, 0-H amamantana), 1.72
(6H, c, B-H agamanrana)

795 (1H, 1, J = 7.6, H-7';
773 (IH, 1, J = 7.6, H4');
743 (1H, 1. 0,J=731u
J =14, H-6"); 7.30 (1H, 1. 1,
J=78uJ=10,H-5

823 (1H, n, J = 2.0, H-7";
7.69 (1H, n, J = 8.5, H-4");
7.56 (1H, 1. 1, J=8.6 1
J=1.8, H-5")

9.25 (1H, ¢, H-5")

2.66 (3H, ¢, CH3)
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Crpoenue monekynsl amuaa 1d ¢ Hymepanueit aToMoB. [IyHKTHPOM MMOKa3aHbI
BHYTPHMOJIEKYISIPHBIE BOZOPOIHBIE CBSI3U

Tabnuua 3
Jmns1 cBsi3eii (/) B cTpykType amuaa 1d
CBs3b LA CBs3b LA CBsi3b LA

SauyCan 1.706(3) Ci3arCua) 1.536(4) Caur—Cas) 1.528(3)
SayCas 1.709(3) Cuay—Ces) 1.490(4) CusyCps) 1.529(3)
Ouy—Coo) 1.256(3) CuayCara 1.541(4) Cusy—Cao) 1.536(3)
Opy—C) 1.334(3) Ci5C) 1.510(3) Cpo—Cean 1.534(3)
Oi—Coio) 1.239(3) CiCp) 1.413(3) CeiyCes) 1.528(3)
Niy—Co) 1.368(3) C—Cg) 1.394(3) Con—Ce 1.531(3)
Nuy—Cqy 1.394(3) Cis—C) 1.424(3) CusarCea) 1.530(2)
Ni—Cos 1.486(3) Cs—Cqo) 1.468(3) CuearCe2a) 1.531(3)
N—Co) 1.363(3) Cun—Cas) 1.343(4) CuearCara) 1.535(3)
Ne—Can 1.397(3) Cun—Cas 1.527(3) Cu7ayCasa) 1.534(3)
Ni—Can 1.311(3) Cus~Co) 1.523(2) CusayrCeasa) 1.532(3)
Ni—Caz) 1.400(3) Cu4~Cro) 1.527(2) CusayCaoa) 1.535(2)
Ciy—Ce) 1.351(3) Cus—Cas) 1.534(2) CoaCia) 1.534(2)
CiyCp 1.521(3) Caa~Ci0a) 1.536(2) CiarCa2a) 1.532(3)
C—Cpa 1.480(4) Cu4~C204) 1.538(2) CiarCasa) 1.534(3)
Co—Cep 1.505(3) Cua—Csa) 1.538(2) Cay—Coas) 1.533(4)
Ci3yCe 1.532(4) CusCue) 1.533(3) C57Ce) 1.527(4)
Cy—Cs) 1.487(3) CueCi2 1.529(3)

C—Cpy 1.541(3) CueCar 1.531(3)
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BanenTHble yrisl (©) B cTpykType amuga 1d

Tabnuma 4

Vron

Vron

o, Tpaj. ®, Tpaj.
Can-Siy-Cus 87.6(1) CanCasCas) 108.5(2)
Cioy- Nay-Co 122.9(2) Coor-Caar-Cas) 109.5(2)
Cioy Naiy-Coaay 116.1(2) Cuor-Caiar-Cuiony 223(2)
Cay-Nay-Cos 121.002) Cuar-Caiar-Cuiony 109.8(2)
Caor-Nay-Can) 124.7(2) Coor-Cuisr-Cuiony 129.4(2)
Can-Ney-Caz) 108.8(2) Cusr-Caiar-Cuiony 90.1(2)
Cior-Car-No 1202(2) Cusr-Caisr-Coony 87.7(2)
Cio-Car-Co 120.4(2) Cuzr-Casr-Coony 108.1(2)
Nor-CayCo) 119.4(2) Coor-Caar-Coon 25.0(2)
Conr-CorCo) 29.6(3) Casy-Coia-Coon 129.4(2)
Coar-Car-Co 115.12) Caony-Cora-Coon) 108.8(2)
Cor-Car-Cay 112.8(2) Caoy-Coisy-Carsa 124.9(2)
Car-Cor-Can 110.7(2) Caar-Caar-Casay 111.8(2)
Cisr-Car-Cor 1102(2) Coo-Casr-Casay 87.2(2)
Cisr-Ciay-Com 1102(2) Cusr-Caar-Casay 23.002)
Cr-Coar-Can 108.4(3) Caonr-Caar-Casay 109.1(2)
Cr-Conr-Can) 111.13) Ceonr-Caus-Cuisa) 109.2(2)
Cisr-Cuanr-Cony 110.8(3) Can-CasCae) 108.9(2)
Cisr-Ciany-Cara 110.2(4) Coar-Caer-Ca) 109.6(2)
Coar-Cunr-Cara 108.0(3) Cea-CaeCus) 109.3(2)
Cir-Cesy-Caany 273(3) Can-Cae-Cas) 109.5(2)
Cir-Cis-Co) 114.9(2) Cas-Can-Cus 109.8(2)
Cuanr-CisrCeo 112.6(2) Can-Casy-Cas) 109.7(2)
Cay-Ceo-Cor 118.4(2) Can-Cas-Cus) 109.0(2)
Cay-Ceor-Ces) 123.002) Cosr-Casy-Cao) 109.1(2)
Cor-Ce-Ces) 118.6(2) Causr-Casr-Cas) 109.3(2)
Oer-CoyCe 120.8(2) Caar-Cao-Can 109.0(2)
Oe-CorCe 116.8(2) Cosr-Con-Cen) 109.8(2)
Csr-Car-C 122.4(3) Casr-Coan-Cao 109.4(2)
Cor-Cisr-Coo 117.8(2) Cea-Cary-Coo) 109.0(2)
Car-Ces-Cuoy 118.7(2) Cuer-Caar-Can 109.6(2)
Coor-Cisr-Cao 123.4(2) Cen-CayCus) 109.9(2)
Our-Cor-Nay 118.5(2) Casar-Casar-Caa 109.7(2)
Ouy-Cior-Ces 123.2(2) Casar-Caoa-Comn 109.8(2)
Noiy-Coor-Ces 118.3(2) Casar-Cusar-Cara 109.7(2)
Our-Cao-Noy 121.7(2) Coanr-Caioa-Caa 109.2(2)
O6r-CaorCs) 122.5(2) Casar-Carar-Casn 109.3(2)
Nor-Cao-Ces 115.8(3) Cosn-Casa-Caon) 109.5(2)
Nor-Can-No) 118.7(2) Casar-Cusar-Cara 109.7(2)
Ney-Coiy-St 117.12) Caony-Casa-Caa 109.3(2)
Ner-Can-So 1242(2) Casar-Caon-Caa 110.002)
Cas-Cuz-No) 113.8(2) Ceiar-Caon-Cus 109.9(2)
CauzCaz—Cua 129.2(2) C22ayCa1a7Ceaza 109.6(2)
Ni-Caz—Cogy 116.9(2) C2247-C21a7C204) 109.6(2)
Ca2y-Casy—Sqa) 112.6(2) C23aCiayrCooa) 109.3(2)
Ca1oy-CaayCaz) 111.4(2) Caoa-Cea2aCaia 109.4(2)
C19yC14Coa0) 110.5(2) CasayCazay—Ceoia 109.3(2)
Cu2Ca—C0) 107.2(2) N1)y—C4—C2s) 109.8(2)
Cuor-Caar-Cas) 109.6(2) Cosr-CaasyCon 110.2(2)
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Kak u B ctpykrype 8, y amuna 1d naOxromaercsi oOpa3zoBaHHe BHYTPHMO-
JNIEKyJIAPHBIX BOAOPOAHBIX cBszeit Noy-H...Oy (H...O 1.88 A, N-H...O 139°,
N@)...0q) 2.60 A) u Op-H...Op (H..O 1.78 A, O-H..O 147°, Op)...03
2.51 A), npusoasmee k 3ameTHOMy yanuHeHuto cBszeit Co =0y u C10=Og,
u ykopoueHH0 cBsi3U C7—O() (Tabm. 3), s KOTOPHIX CpeIHUE 3HAYEHUS
paBHEI, cooTBeTcTBeHHO, 1.210 1 1.362 A [5]. B TO e BpeMms, MeXMOJEKy-
JISIpHBbIE BOJOPOHBIE CBA3U (B OTVIMYHE OT coennHeHus 8) He oOHapykeHbl. Kak
1y amuaa 8, B MOJeKysie 6-MEeTHIMpOBaHHOTO mpou3BogHoro 1d cyrmie-cTByeT
YKOPOUEHHBII BHYTPUMOJEKYISpHBIH KOHTakT O)...S(y 2.78 A (cymma Ban-
llep-BaaibCoOBBIX paauycoB 3.09 A [6]), npuBomsmuii K yBeJIHUEHHIO
BaneHTHOTro yria Cg1y~N—Co) o 124.7°.

Y 6-mernnzamenieHHoro xuHojoHa 1d HaOmromaercst pasynopsaodeHHe
HE TOJIBKO TEeTParuapoIMKiIa LUKIOTeKCEHOBOTO (parMeHra (Kak y COeIu-
HeHus §8), HO eme u aJgaMaHTAaHOBOTO 3aMeCTUTENs. M3 HEeCKOIbKUX
pasymnopsI0ueHHBIX KOH(QOopMaIHii IIMKIOTeKCEHOBOTO KOJIbIIa, HAWACHHBIX IS
IBYX Oa3MCHBIX MOJIEKYJ B CTpyKType 8, B coemuHenun 1d HabmomaeTcs
TOJIBKO OJIHA — acUMMETpHuHoe noaykpecio. OTkiaoHeHus atoMoB Cgy, Cu),
Cia) 1 Cugay oT cpeaneil miockoctu atoMoB Cy, Cio), Csy u C) paBusl +0.47,
-0.27, -0.29 u +0.43 A coorserctBenno. Ilpu 3ToM aBe KOH(pOpMALHH
LUKJIOTeKCEHOBOr0 (hparmeHTa B amuae 1d MMEIOT pa3nuyHyIO 3aCeleHHOCTb,
pasHyto 0.73 ma atomoB Cg), Cy u Co7y 1 0.27 ans atoMoB Cgzay, Cua) U
Cara).-

AnaMaHTaHOBBIH (pparMeHT pa3yHnopsaodYeH IO JIBYM ITOJIOKCHUSM, pa3id-
YaIOIIUMCSL yIJIOM MOBOPOTa BOKPYT CBA3U C(12—C(14). 3aceneHHOCTh KOHGOP-
MepoB cocTasisieT 0.56 niast atoMoB C(isa—Ca2a) 1 0.44 11 atomMoB C5—Ci22).
[epBbiii W3 pa3ynopsgOYeHHBIX (ParMEHTOB pAcIONOXKEH Tak, 4YTO OJHA
n3 cBsizeit C—C HaxomuTCs B IIOCKOCTH THA30JbHOTO KOJBLIA, a BTOPOM
HNOBEpHYT OTHOcUTENbHO Hero (TopcuoHHble YIbl C(3~C2—Cua—Cusa) H
C(13)—C(12)—C(14)—C(15) PaBHBL 28(4) n-21 4(4)0 COOTBeTCTBeHHO).

B ob6enx uccnenoBaHHbIX MOeKynax coeauHennii 1d u 8 MOXXHO BBIICIUTH
1Ba MmaHapHeIX ¢ TounocThio 0.02 A dparmenta. IlepBblil U3 HUX BKJIIOYAET
1,2-purunponupununoBoe konblo U atoMbel Oy, Op), Oa), Cg), BO BTOpPOil
BXOJAT THA30JbHBIA UK U aTOMBI N2), C(14). Y amuna 1d yron mexmy 3THMU
(hparMeHTaMu HECKOJIBKO MEHBIIIE U COCTABIIAET 8.8°.

[Ipu u3yuyeHnn mMpoTUBOTYOEPKYJIE3HBIX CBOMCTB N-R-amu0oB 4-ruapoKcu-
2-okco-1,2,5,6,7,8-rekcaruipoXnHOIUH-3-KapOOHOBOK KUCIOTHI [3] oTMeua-
O0Cb, YTO BOCCTAHOBJIEHHE OEH30JIbHOI YacTH XWHOJIOHA, Kak IpaBHIIO,
MPUBOIUT K 3aMETHOMY CHaJy aKTHBHOCTH TI0 CPaBHEHHUIO C HETHAPHPOBaH-
HBIMH aHajioramu. B cimyuae e amunoB la—h (tabn. 1) MOXHO yTBepKIaTh,
4YTO METHJIbHAs TPYINNa B IIOJIOKEHHH 6 TAKHX COCJUHEHHH NPAKTHUYCCKH
MTOJTHOCTHIO JIE3aKTUBUPYET MOJIEKYITY.

SKCIHEPUMEHTAJIbBHASI YACTb

Cuekrpsl IMP 'H CHHTE3UPOBAHHBIX COCAMHCHHI 3amucaHbl Ha npubope Varian Mercury-
VX-200 (200 MI'm). Cnexrp SIMP 'H COSY amuma 1b 3apErMCTPUPOBAH HA CIIEKTPOMETPE
Varian Mercury-400 (400 MI'm). Bo Bcex ciyuasx pactBopurens JMCO-ds, BHyTpeHHHUit
cragmapt TMC. B pabore ucmonb3oBaH KOMMEpYECKHH —4-METWIIIUKIOTEKCAHOH — (DHPMEI
Fluka.
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ITUJa0BBIH 3pup S5-MeTHI-2-0KcoUMKIOreKcaHKkapooHoBoii kucjaoTsl (4). K pacrtBopy
stunata Hatpus [13 2.3 T (0.1 Monb) MeTayunueckoro HaTpust U 50 M1 aOCONIOTHOTO CIIUPTA) IIPH
SHEPrHYHOM IepeMennBanuu npubasisiior 14.6 v (0.1 monp) mudTHIOKCanaTa, a 3ateM 11.2 T
(0.1 momb) 4-mMeTHIIMKIOreKCaHOHA. [lepemenivBaHHe MPEKPAIIAIOT, PEAKIMOHHYIO Maccy
OCTaBJIAIOT MPH KOMHATHOH Temmepatype. Yepe3 5 u mpubapnsror 200 M XOJOAHOW BOJIBI U
noakucistoT paszbaenenHod H,SO4 no pH 3. BeigenuBmmiics p-keromaseneBblit a¢up 3
skctparupyior CH,Cl, (3 x 50 wmm). Opranmueckue BBITSDKKH OOBEIUHSAIOT, PACTBOPHTENb
oTroHsI0T. OCTAaTOK HAarpeBalOT Ha METAUIMYECKOH OaHe B Kojbe ¢ aedierMaTtopoM Imox
JaBJIEHHEM ~15 MM PT. CT., MOCTETIEHHO A0BOAA TemmepaTypy Oanu g0 170 °C u mommepkuBas
3Ty TeMIIepaTypy A0 TexX Hop, moka He mpekparutcs Beiaenenne CO. ITo okoHWaHMM peaknuH
(uepe3 2 4 — 2 u 30 MHH) pEaKIMOHHYIO MAcCy IEPErOHSIOT B BaKyyMme, coOupas (pakuuro
T. kur. 78-80 °C (8 MM pr. ct.). [Tonyuator 14.9 r (81%) adupa 4.

OTHIOBBIA (PUP 5-MeTHI-2-MPONUIAMHHONMKIIOTeKc-1-eHKap6oHOBOH KHCIOTHI (5).
Cwmecs 18.4 1 (0.1 momnb) coenuuenus 4 u 12.4 mi (0.15 Moib) IponMIaMyuHa MEPEMEIIUBAIOT 5 4
npu 45 °C, mocie 4ero ocTaBJISIOT IIPU KOMHATHOH Temneparype Ha 8—10 u. Beigenusiryrocs
BOAy ¢ M30BITKOM MNPONMJIAMUHA YNAIAIOT B BakyyMme. OcTaTok (TeXHHYECKUH eHaMuH 5)
HCTIONB3YIOT B JAlbHEHIIEM CHHTE3€e 0e3 IOMOTHUTEIbHOW OYHCTKH.

tuaoBelii  3¢up 4-ruapokcu-6-mernia-2-oxco-1-nponuai-1,2,5,6,7,8-rekcarnapoxmHo-
JIH-3-kap6oHoBoIi KHCa0ThI (7). HeounnienHslit eHamuH 5, nony4enusiii u3 0.1 Mons a¢dupa 4
10 ONHCAaHHO# Bhille MeToanke, pactBopstoT B 100 min CH,Cl,, mpubasisitor 15.4 mit (0.11 Monb)
TPUSTWIIAMHHA, a 3aTeM NPU OXJKACHUM M IEpeMELIMBAHUU N00aBIAIOT MO KamwwsiM 16.56 T
(0.11 Momp) 3TOKCMMAJIOHWIXJIOPUAA M OCTaBJIAIOT MPU KOMHATHOW Temmeparype Ha 4-5 d.
3aTteM peaKklHMOHHYI0 CMeCh pa30aBisIFOT BOJOH, OpPraHWYECKHH CIIOH OTACINSAIOT, CyIIaT
6e3BonubiM CaCl,. PactBopurens otrosior (B koHue B Bakyyme). K ocratky (amadup 6)
npuOaBIsIOT pacTBop dTwiiata Hatpus [n3 3.45 r (0.15 Moip) Metayummyeckoro Hatpus ¥ 150 mi
abcomorHoro crupta), kumatat 30 muH ~0 °C, mocie 4ero HarpeBaHHME IPEKPaIlaloT M
OCTaBJISIIOT Ha 7—8 4 IpM KOMHATHOI Temmeparype. Pa30aBisioT peakMOHHYIO0 CMeCh BOIOH H
nogkucisitor pazbasnennoi (1:1) HCL mo pH 4.5-5.0. BeinenuBmmiics agup 7 3KCTparupyror
CH,Cl, (3 x 100 mi). PacTtBopurens oTroHsroT (B KoHIE B BakyyMme). [lomyuator 25.2 T (86%)
a¢upa 7 B BUAE CBETIO-XKEITONH CMOI00Opa3HON MaccChl, HCIONB3yeMOil B cuHTe3e amuzoB 1a—h
6€3 JIOIOIHUTENBHOI OYHUCTKH.

N-R-Amuasl  4-ruipokcu-6-meTumii-2-okco-1-nponuai-1,2,5,6,7,8-rexcaruipoxXuHoanH-3-
Kap6oHoBoi KucaoThI 1a—h (00mias metoauka). Cmech 2.93 1 (0.01 Moib) 3THIIOBOTO 3¢Upa 7,
0.01 Monb COOTBETCTBYIOIErO aHWIMHA Wwiu rerapwiamusHa u 1 mu IM®A nepemeunBaroT u
BbIIepxkuBatoT 3 MuH npu 160-170 °C. OxmaxnaroT, npubarisitor 20 M COMPTA, THIATEIHLHO
NepeMeInBaloT ¥ GUIbTPYIOT. [lomydeHHsrid amMmu 1 IpOMBIBalOT Ha BOPOHKE CITUPTOM, CYIIaT.
Kpucramnusyror uz IM®DA.

PenTreHocTpykrypHoe uccienopanue. Kpucramiel amuna 1d, Beipamenssie n3 JJM®PA,
MOHOKIMHHBIE, TIpu 20 °C a=12.306(2), b = 14.516(3), ¢ = 14.516(3) A, p=112.767(14)°,
V'=24552(8) A®, M, = 481.64, Z = 4, npoctpancTBenHas rpymma P2/c, dy., = 1.303 t/em’,
u(MoKa) = 0.166 My ™', F(000) = 1032. ITapaMeTpsl 3IEMEHTAPHOI SUCHKM H MHTEHCHBHOCTH
4515 otpaxenuii (4340 HesaBucumblx, Ry, = 0.086) wu3MepeHpl Ha aBTOMATHYECKOM
4eTbIpexkpykHoM nudpakromerpe Siemens P3/PC (MoKa, rpaduroBEIi MOHOXpOMATop,
0/20-cxanupoBanue, 20,,,, = 50°).

Crpykrypa pacmmdpoBaHa NpsSMBIM METOIOM IO Kominiekcy mporpamm SHELX97 [7].
IMonosxeHust aTOMOB BOJOPOJIa PACCUUTAHBI TEOMETPUIECKH U YTOYHEHBI 10 MOJIeNH ""Hae3THuKa"
¢ Uio = 1.2 x Ugq HEBOJOPOIHOTO aTOMA, CBSA3AHHOTO C JaHHBIM BOJOPOAHBIM. Pasynopsmouen-
HBIE ()pParMEHTHI YTOYHSUIUCH C HAJIOXKEHHEM OrpaHHYeHUH Ha JUIHBI cBsazeil C—C u BaleHTHbIE
yris1. O6liee YHCI0 TeOMETPHICCKIX OTPaHHUeHNIT cocTaBuio 618. CTpyKTypa yTodHeHa o F-
nonmHomarpudHeiM MHK B aHM30TpomHOM HpHOMIDKEHHH UL HEBOJOPOAHBIX AaTOMOB IO
WR, =0.0892 1o 4340 orpaxenusm (R; = 0.064 mo 1704 orpaxkenusm ¢ F >4c(F), S = 0.905).
IMonnast kpucraorpaduueckas unpopMauus jgenonupoBana B KemOpumkckom OaHke
CTpYKTYpHBIX AaHHbIX (ernoHeHT Ne CCDC 283260). MexaToMHbIE paccTOSHUS U BaJICHTHBIC
YTJIbI IPEACTABIEHHBI B Ta0m. 3, 4.
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