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XUHOKCAJINH-BEH3UMHN/JA30JIbHAS TNEPETPYIIIIMPOBKA
B PEAKIIUSAX 3-AJIKAHOWJIXWHOKCAJINH-2-OHOB
C 1,2-0OEHUWJIEHIUAMUWHAMMU

B3aumoneiicTBue 3-anKaHOMJIXUHOKCATHH-2-0HOB ¢ 1,2-(eHUNIeHAMAaMUHAME B KHISILICH
YKCYCHOIl ~ KHCIOTE HpPOTEKaeT C  CyXEHMeM [HpasdHOBOrO IMKJIA B pe3ysbrare
XUHOKCATMH—OEH3UMU- J1a30JIbHOM HeperpyIHPOBKH c o0pa3zoBaHHuEM 2-
OCH3MMU1a30/TMII3aMEIIIEHHBIX XHHOKCAINHOB.

KiroueBbie ciioBa: 3-aJKaHOWIXWHOKCAIUH-2-OHBI, O¢H3MMHUAa301, 1,2-heHuIeHmaMuHEI,
YK u SIMP 'H CIIEKTPBI, IEPETPYIIIIUPOBKHU, CY)KEHHE LIUKJIA.

Bensumuma3oipHas cucTeMa sBISIETCSl CTPYKTYPHBIM (pparMeHTOM BUTaMUHA
By, [1, 2], a HEKoTOpBIE TPOU3BOAHBIE OCH3UMHUIA30JIa MTOTYYAIOT B MPOMBIII-
JIEHHOCTH B KaudecTBE JIEKAPCTBEHHBIX TpernapaToB [3], CPEICTB, HCIONbB3Y-
eMbIX B BeTepuHapuu [4], u dynarummnoB [5]. Haubonee pacnpocTpaHeHHBIC
METOJIbI CHHTE3a OCH3MMMIA30JIbHON CHCTEMBbI BKJIFOUAarOT BBeaeHHe atoma C(2)
MKy aTOMaMM a30Ta B Pa3IMYHbIX opmo-au-N-3aMeIIeHHBIX MPOU3BOIHBIX
Oen3ona [6—10] u BHyTpUMOJIeKYIsIpHOE 3amenienre N-penumnamuauaos [11, 12]
WM POACTBEHHBIX MM coenuHenuit [13—15]. Kpome peakun Owminca—Jlanen-
Oypra [16, 17] npakTU4eCKH OTCYTCTBYIOT OOIIUE JOCTYIHBIC METOJIbI BBEACHUS
OCH3MMHIA30JILHOTO (PparMeHTa B pa3iMyHbIC TeTEPOIMKINICCKUE CUCTEMBI.

Panee mamu OBLIO HaiiIEHO, YTO peakmus 3-O€H30MIXUHOKCATUH-2-0HOB 1
C o-peHuIeHANaMUHOM 2 B KHIIAILIEH YKCYCHOW KHCIIOTE MPOTEKaeT ¢ 00pa3o-
BaHHEM BMECTO OXHIACMBbIX XHWHOKCAIHMHO[2,3-b]0eH30-1,5-qnazenunoB 3
MIPOYKTOB XWHOKCATHMH—OCH3UMHUAA30JIbHON TeperpynnupoBk — 2-(0eH3-
AMHAA301-2-11)-3-heHnmxuHokcannHoB 4 [18, 19] (cxema 1).
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B nmanHO#H paboTe MBI paclpoCTpaHsIeM 3Ty MEpPerpyImupoBKy Ha 3-ajka-
HOMJIXUHOKCAJINHOHBI.

Ha cxeme 2 npeacraBieH cuHTe3 3-aTKaHOMIXUHOKCAINH-2-OHOB Ha OCHOBE
3(¢UPOB O-KETOKUCIOT 5 — TPOAYKTOB pEaKIWH IUATHIIOKCANIaTa C aJIKHII-
Marauitopomungamu. Ilociemaue ObUTM TpeBpamIeHBI B 3-aTKUIXUHOKCATHH-2-
oubl 6 1 7 [20], okucieHne KOTopeIx ¢ momorisio CrO; MpUBENoO K alKaHOWII-
xuHOKcaymHOHaM 8. KoHpmeHcarus coenmuHeHUd 8 ¢ o-peHWICHIHaMUHOM 2a
o paHee paspaboraHHON Hamm MeTtomuke [19] (HarpeBanume B TedeHue 1 9
B YKCYCHOM KHCJIOTE) TIPUBOIUT K 00pa30BaHUIO0 KPUCTAUIMUECKHUX 3-ajKu-2-
OCH3MMHIA30IXHHOKCATMHOB 9 — aNKWIbHBIX aHAJIOTOB COeNWHEHHS 4.
OTCcyTCTBHE KHCIOPOAa B MX COCTaBe MOATBEPKAAETCS JTAaHHBIMHU SJIIEMEHTHOTO
aHalM3a ¥ NCYe3HOBEHHEM KapOoHMIbHOTO Toriomenus B MK crekrpax.
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5,6aR'=Me,bR'=Pr;8,9aR'=Me,R2>=H,bR'=Pr, R =H, ¢ R! = Me, R> = Et

OOpamaer Ha ce0s BHMMaHHe cMmelneHre Ha ~0.7 M. 1. B ciaa0ble mons
CHHIJICTHOTO CHUTHaJla METWIBHOW (coennHeHus 9a,c) U KBapTETHOTO CHTHaja
MeTHIIEHOBOH (coenuuenne 9b) rpymn B crekrpax SIMP 'H mpoayktos mo
CPaBHEHHIO C CHTHAJaMH IPOTOHOB aHAJIOTUYHBIX TPYIII B CIEKTPaX UCXOHBIX
AIKaHOWJIXMHOKCAINH-2-0HOB 8a,c, UYTO CBHUJAETENBCTBYET O TMPOTEKaHWUU
MEPErpyNIUPOBKH C IMEPEMEIICHHEM 3THUX 3aMECTHTENICH OT allkaHOWJIBHBIX
TPyHI B HEMOCPEACTBEHHOE OKPYXXEHHE TI'eTepOapOMaTHUYECKHUX CHCTEM, TIe
Onmaromapst "3 ¢eKTy KOJBIEBOrO TOKA" MPOUCXOAMT JOMOIHUTEIBHOE J1€3-
SKpaHUPOBAHHUE aTOMOB BOJIOpoa B HUX [21].

B pesymprare peakumu yriepoaneiii  gparment Alk—C(O)-C(3)-C(2)
WCXOHBIX ATKaHOMIXUHOKCAJIMHOHOB 8 TIOJTHOCTHIO IEPEXOANUT B COCH- HEHHS
9, BXOAS B CTPYKTYPbI BO3HUKAIOIIETO AJIKMI3aMEIIEHHOTO XHHOKCa- TMHOBOTO
mukna B Bujae pparmenra Alk—C(3)-C(2) u BHOBB MOCTPOCHHOTO
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Tabnunma 1
XapakTepUCTHKH CHHTE3MPOBAHHBIX coeuHenuii 6—14

Haiineno, %
Coenu- Bpyrro- Boruncieno, % T. 1. °C* Beixoz,
HEHHE tdopmyna B %
C H N
6b CoH14N,O 71.34 7.09 14.04 258-260 78
71.26 6.98 13.85
8b CpHpN,0, 66.78 5.73 12.89 165-166 28
66.65 5.59 12.95
9a Ci6H1oNy 73.90 4.52 21.46 176-178 72
73.83 4.64 21.52
9b CisHigNy 74.99 543 19.38 186188 75
74.97 5.59 19.43
9¢ CisHigNy 74.82 547 19.57 125-127 99
74.97 5.59 19.43
10 C,4Hy6N,0; 68.73 6.35 13.24 164-166 89
68.88 6.26 13.39
11 C,4HN4O5 64.67 5.04 12.42 162-164 60
64.57 4.97 12.55
12 C36H;30NsO 73.35 5.02 19.07 189-191 75
73.20 5.12 18.97
13a + 14a C16H11N502 M ﬂ M 299-339 52
62.95 3.63 22.94
13b + 14b Ci7H14Ny 73.34 5.23 20.56 203-205 72
73.43 5.14 20.42

* PactBopurens: i-PrOH (coemunenus 6b, 9a), MeOH (coemurenne 9b), EtOH (coemunenue
9c¢), anetoH (coenuHeHus 10-12).

OeH3MMHIA30JIbHOTO LIWKJIA B BUAE |l-aToMa yriepoaa. Takas peakiuus monmna-
naeT moj Haubojee oOlee OmMpeAesieHHe MOJEKYJSIPHOH MeperpynimupoOBKU
KaK XUMHUYECKOH peakIMd C HM3MEHEHHEM CKelleTa MOJIEKYJbl U HapylleHHUEM
MPUHLIMIIA MUHUMAIbHOCTH CTPYKTYPHBIX U3MEHEHUH [22].

JlanHas meperpynnupoBKa paclpoCTpaHsAeTCs U Ha MOJAHABI C KOHIIEBBIMU
3-aleTHIIXMHOKCATMHOHOBBIMH (parMeHTaMu. Hampumep, J1erko mosydyaeMblid
AIKWIMPOBAaHUEM 3-3TWIXUHOKCANMH-3-0oHa 6 [20] Ouc(2-OpOMITUIOBBIM)-
3¢upoM U OKUCIIeHneM obpasyrorierocs mpoaykra 10 CrO; 1,5-6uc(3-ate- Twn-
2-0KCcOXUHOKCauH- 1-mwi)-3-okcanenran (11) [23] npu B3auMojeicTBUU C O-
(eHnIeHIMaMUHOM C XOpOIIMM BBIXOJIOM mpeBpamaerca B 1,5-6uc[2- (3-
METHIIXUHOKCAIMH-2-1T)0eH3UMH1a3011- | -1t |-3-okcanenTan (12) (cxema 3).

Bce peaxiuu, BKIIIOUCHHBIE B IETIOYKY MpeBpamienus 6a — 10 —> 11 — 12,
MPOTEKAIOT C XOPOIIUMH BBIXOJAMH. XapaKTepPHBIMHU MPU3HAKAMHU, CBUICTEIb-
CTBYIOIIMMH 00 00pa3oBaHMM YKa3aHHBIX IMPOAYKTOB B ITHUX PEaKLHUsIX, Ha
TIepBOIl CTA/MH ABNIAIOTCA Hanuuue B crektpe IMP 'H Hapsity ¢ apyrumu curea-
JIaM{ ABYX TPHILTCTHRIX curHamoB ¢parmenra CH,CH,OCH,CH, npu & 3.82
n4.39 M. n. u Hammune B MK crnekTpe mojioc moTiomieHuss KapOaMOMIEHOM
KapOOHMIBHOM TPYHIBI (Ve—o = 1649 cM '), Ha BTOPOit CTaHH — HCUE3HOBEHHE
B crmextpe SIMP 'H TpummerHoro M KBapTETHOTO CHMIHamoB mpu & 1.32
1 2.95 M. 1. IPOTOHOB 3TWJIBHOHN TpyMIbl, MOSBICHUE CHUHIJIETHOIO CHrHaja
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Tabnuma 2

CrniekTpajibHble XapaKTePUCTUKH XHHOKCAJIUHOB 6—14

Coenu-
HEHUE

UK cnekrp, v, oM !

Crextp SIMP 'H, 5, M. 1. (KCCB, J, T'm)*

2

3

6b

8b

9a

9b

9¢

10

1542

469, 590, 624, 7006,
751, 893, 943, 1150,
1287, 1565, 1608,
1666, 2500-3300

416, 475, 542, 555,
593, 728, 768, 792,
832, 892, 968,
1140, 1179, 1264,
1300, 1336, 1400,
1421, 1464, 1490,
1611, 1643, 1710,
25003200

430, 738, 766, 955,
1010, 1073, 1133,
1180, 1214, 1253,
1274, 1320, 1338,
1486, 2600-3400

433, 578, 608, 729,
746, 764, 954, 1063,
1089, 1145, 1172,
1209, 1277, 1317,
1344, 1422, 1485,
1549, 3397

433, 738, 754, 767,
1008, 1038, 1123,
1138, 1174, 1209,
1289, 1309, 1334,
1376, 1412, 1451,
1484, 1559, 1611

442, 460, 522, 562,
581, 635, 717, 748,
888, 940, 954, 986,
1049, 1075, 1192,
1114, 1177, 1224,
1262, 1313, 1353,
1371, 1424, 1467,
1487, 1569, 1604,
1649

0.93 (3H, 7, J = 7.28, CHj), 1.33-1.45 (2H, M, CH;CH,),
1.63-1.77 (2H, m, CH;CH,CH,), 2.80 (2H, 1, J = 7.28,
C(3)CHa), 7.24 (1H, 1. 1, J = 8.28, J = 6.96, H-6 wm H-7),
728 (1H, 1, J = 7.64, H-8), 7.45 (IH, 1. 1. n, J="7. 96,
J=1728, J=1.00, H-6 wm H-7), 7.69 (1H, 1, J = 8.28, H-5),
12.08 (1H, yi. ¢, NH)

1.05 3H, 1, J = 7.54, CH;), 1.77-1.85 (2H, m, CH,CH,),
3.15 2H, 1, J = 7.20, CH,CO), 7.42 (1H, 1. 1, J = 7.55,
J=17.54, H-6 wm H-7), 7.47 (1H, 1, J = 7.89, H-8), 7.64
(1H, 1. 1, J=7.55, J = 6.85, H-6 wm H-7), 7.93 (1H, 1,
J=7.54, H-5), 12.73 (1H, yu. c, NH)

3.43 (3H, ¢, CH3), 7.33-7.40 (2H, m, H-5,6 Gen3umupnazon),
7.70-7.80 (4H, m, H-4,7 6enznmunazon, H-6,7 XxuHokcaauH),
8.05-8.11 (2H, M, H-5,8 xuHokcanuH)

1.06 (3H, 1, J = 7.56, CH;), 1.80-2.00 (2H, m, CH;CH,),
380 (2H, T, J = 7.56, C(3)CH,), 7.28-7.38 (2H, M,
oem3umunaszon), 7.70-7.80 (2H, m, 6emsumumazon), 7.89-7.93
(2H, M, xuHOKcammH), 8.10-8.15 (1H, M, XWHOKCaJHH),
8.16-8.25 (1H, M, XUHOKCAJINH)

1.53 (3H, 1, J = 7.28, CH,CH;), 2.97 (2H, ¢, C(3)CHj3),
4.49 (2H, x, J =7.28, CH,CH3), 7.36 (1H, a. 0. 1, J = 7.32,
J=6.88,J=0.88, H-5 nnu H-6 6ensumunazon), 7.43 (1H,
n naoa, J =816, J =732, J = 0.84, H-5 nmm H-6
oensumunazon), 7.67 (1H, n, J = 8.16, H-4 wmm H-7
oensumunazon), 7.81 (1H, n, J = 8.16, H-4 wmm H-7
oensumuazon), 7.82-7.91 (2H, m, H-6 nnu H-7 xunHokca-
muH), 8.09 (1H, a. n, J = 8.56, J = 1.68, H-5 umu H-8
xuHokcanuu), 8.14 (1H, n. n, J="7.72,J=1.72, H-5 unu H-
8 XMHOKCaIHH)

1.32 (6H, 1, J = 7.30, CHj3), 2.95 (4H, x, J = 7.30, CH,CHs),
3.82 (4H, 1, J = 5.60, OCHy), 4.39 (4H, 1, J= 5. 60, NCH,,),
7.12-7.49 (6H, m, H-6-8 xunokcanun), 7.82 (2H, 1, J = 8.15,
H-5 xuHokcanun)



OKOHYAaHUC TAaOMHUIBI 2

2

3

11

12

13a +
+14a

13b+
+14b

462, 513, 542, 556,
594, 625, 661, 718,
762, 859, 888, 943,
1008, 1038, 1083,
1111, 1127, 1142,
1162, 1201, 1240,
1276, 1317, 1340,
1539, 1583, 1603,
1649, 1714

432, 736, 763,
1006, 1033, 1120,
1165, 1308, 1334,
1407, 1482, 1561,
1610

430, 587, 623, 652,
693, 723, 740, 788,
900, 935, 968, 1016,
1068, 1144, 1193,
1234, 1345, 1514,
1557, 1581, 1616

432, 654, 721, 741,
791, 849, 901, 969,
1015, 1070, 1192,
1324, 1347, 1514,
1558, 1616

2.70 (6H, c, CH3), 3.84 (4H, 1, J=5.63, OCH,), 4.41 (4H,
T, J = 5.63, NCH,), 7.32 (2H, n, J = 7.30, H-6 wmu H-7
XUHOKcanuH), 7.37 (2H, 1, J = 7.80, H-8 xunokcanun), 7.53
2H, n. 1. n, J = 7.80, J = 7.15, J = 1.30, H-6 wim H-7
xuHOKCcanuH), 7.91 2H, a. n, J = 8.20, J = 1.30, H-5
XUHOKCAJINH)

2.84 (6H, ¢, CHj3), 3.69 (4H, T, J = 5.54, OCH,), 4.50 (4H,
T, J=5.54, NCH,), 7.22 (2H, n. n, J = 7.20, J = 7.16, H-5
wm H-6 6ensumunazon), 7.29 2H, n. n, J = 7.64, J=17.16,
H-5 wim H-6 6ensummpnason), 7.46 (2H, o, J = 8.04, H-4
wiu H-7 6ensumunason), 7.77 (2H, o, J = 8.04, H-4 unu H-
7 Oensumupnazon), 7.82 2H, o. n. 1, J=7.62, J =748, J=
1.48, H-6 wm H-7 xunokcamun), 7.89 2H, 1. 1. 1, J=7.62,J =
7.62, J = 1.48, H-6 i H-7 xunokcanun), 7.98 2H, 1, J =
8.36, H-5 wmu H-8 xunokcanun), 8.06 (2H, 1, J = 8.36, H-5
uin H-8 xuHoKcanuH)

3.29 (3H, ¢, CH;C(3) B coen. 13a wiu CH;C(3) B coen.
14a), 3.295 (3H, ¢, CH3C(3) B coen. 13a wiu CH3C(3) B
coen. 14a), 7.25-7.40 (4H, m, H-5,6 6enzumunazon), 7.70—
7.80 (4H, m, H-4,7 6ensumunazon), 8.29 (1H, n, J=9.28,
H-8 B coen. 13a wiu H-5 B coen. 14a), 8.34 (1H, o, J= 9.28,
H-8 B coen. 13a wim H-5 B coen. 14a), 8.55 2H, n. n, J =
9.28, J =2.32, H-7, B coen. 13a wm H-6 B coen. 14a), 8.82
(1H, m, J = 2.32, H-5 B coexn. 13a wmu H-8 B coen. 14a),
8.89 (1H, n, J = 2.32, H-5 B coen. 13a wmu H-8 B coexn.
14a), 12.22 (2H, yu. ¢, NH)

2.62 (3H, ¢, CH3C(6) B coen. 13b uwmu CH;C(7) B coen.
14b), 2.63 (3H, ¢, CH3C(6) B coen. 13b wm CH3C(7)
Bcoen. 14b), 3.29 (3H, ¢, CH3;C(3)), 3.295 (3H, c,
CH;C(3)), 7.33-7.39 (4H, m, H-5,6 6ensummnazon), 7.68
(1H, n. n, J = 8.40, J = 1.56, H-7 B coen. 13b wnmm H-6
B coen. 14b), 7.69 (1H, 1. o, J = 8.40, J = 1.80, H-7 B coen.
13b wm H-6 Bcoen 14b), 7.72-7.79 (4H, m, H-4,7
oensumunazon), 7.84 (1H, ¢, H-5 B coex. 13b mwim H-8
B coen. 14b), 7.91 (1H, c, H-5 B coen. 13b unu H-8 B coen.
14b), 7.94 (1H, n, J = 8.6, 4H-8, B coen. 13b wmu H-5
B coen. 14b), 8.02 (1H, n, J = 8.40, H-8 B coen. 13b wnn
H-5 B coen. 14b)

* Crextpel SIMP 'H cuumamu B JIMCO-dg (coemmmenus 6b, 9b, 12, 13a + 14a), CDCl,
(coenunenus 8b, 9a, 10, 11) u CD3;CN (coeaunenus 9c, 13b + 14b).
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Cxema 3
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B obmactu 2.70 M. 1. aneTHiILHOM Tpynnsl U noseieHue B UK crekrpe moiaock
moryouieHus B ooxactu 1714 em! (Vc=0), HA TPETHhEH CTAINU — TIEpEeMeNIeHUE
B ciektpe SIMP 'H CHHIZIETHOrO CHrHana METHIBHOM IPYIIBI H TPHIUIETHOTO
curHana N-METHJICHOBBIX TPyHN B 3-OKCalleHTaHOBOM (pparMeHTe B Oosee
cima0ple TIOJISt TI0 CPAaBHEHHIO C UCXOMHBIM coeanHerneM 11 (Tabum. 2) u ucue3Ho-
BeHue B MK criekTpe 1mosrock! MorioeHnst KeTOHHOH U KapOaMOMIIBHBIX TPy

/
\

CL

(Ve=0).

W3yuenne peakuny 3-aneTii-2-0kco-1,2-auruapoxuHokcanrHoB 8a ¢ 1,2-dhenu-
JIEHAUaMUHAaMM,  CWIBHO pa3IMYalOlMMHCA 10 XapakTepy 3JIEKTPOHHOIO
BIIMSTHUS
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Cxema 4
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aX=NO,, b X=Me

3aMecTuTeNeii B OCH30JIbHOM Koublle (HHUTpo- (2'a) w MmerwibHBEIM (2'b)
3aMECTHTEIISIMH ), TIOKA3aJI0, UTo, KaK M B ciaydae 3-0OeH30mi-2-0Kco-1,2-auruapo-
XMHOKCATHHOB [19], B 3TUX peakuusx, HE3aBHCHMO OT MPHUPOJIBI 3aMECTHTEIS
B OCH30JIbHOM KOJIBITE 1,2-(heHUICHINAMIHOB, 00pa3yIOTCs MPUMEPHO B PaBHBIX
KOJIMYECTBaX HM30MEpHbIE MPOAYKTHl meperpynnupoBku 13 u 14, paznuya-
IOIIMECS 3aMECTUTEISIMU B TOJNOXKEHUSAX 6 M 7 XUHOKCAIMHOBOM CHCTEMBI
(cxema 4).

DTO 0O3HadaeT, 4To MO0 BEPOSTHOCTH aTaku aMuUHOTPymmbl Ha atroM C(3)
Y Ha QIKAaHOWIBHBIA B XOJE€ XWHOKCATMH—OCH3UMHUIA30JbHON Ieperpym-
MUPOBKH TPUMEPHO paBHA, JTUOO 3Ta M TOCIENYIOIIas CTaIus He SBISIOTCS
JTUMHUTHPYIOIIUMH, THO0 HE peanu3yercss HH OJWH M3 dTHUX BAPHAHTOB aTaKd
Ha HaYaJIbHBIX CTaUSIX MEPEerpyIIHpPOBKH.

Takum 00pa3oM HaiiieHO, YTO B3aMMOJAEUCTBHUE 3-aNTKaHOWIXHHOKCAIHH-2-
OHOB W ero N'-alKWImpou3BOAHBIX ¢ 1,2-peHnneHaguaMuHaMu TPOTEKaeT
C XMHOKCAJIMH—0CH3UMUIA30JIbHOM TeperpyImpOBKOH, MpUBOIAIICH K 2-OeH3-
MMUIa30JIMI3aMEIICHHBIM XUHOKCATHHAM,

9KCIIEPUMEHTAJIBHASI YACTb

TemmepaTypsl IUTaBICHUS OnpeaeneHbl Ha cronuke Boetius. MK cekTpsl CHHTE3MPOBaHHBIX
coeMHEHHH 3apeructpupoBaHbl Ha @Dypre-cnekTpomerpe Bruker Vector-22 (B Ba3zenMHOBOM
macie). Criektpst SMP 'H sarmcansl Ha criektpomerpe Bruker-MSL-400 (400 MI'm). Xumu-
YeCKHe CABUTH MpUBEICHBI OTHOCUTENbHO TMC C HCIIONIBb30BaHHEM B KaueCTBE BHYTPEHHETO
CTaH/apTa OCTATOYHBIX CUTHAJIOB COOTBETCTBYIOIETO PACTBOPUTENS.

ITHN0BBIH 3QuUp 2-0KcO0YTAHOBOH KHUCJIOTHI (5a) MONydeH MO METOJMKE, NMPHBEICHHON
B pabore [20].

ItunoBelii 3¢up 2-okcorekcanopoii kmciaorbl (5b). K cmecu 9.00 r (370 mmorb)
MarHueBbix ctpyxek u 100 ma abcomrotHoro TI'® no6aBisAOT MO KamwisiM B TedeHue 1 4 mpu
nepememBanuy pactsop 50.74 r (370 mmonb) 1-6pomGyrana B 50 mum TT'®. Ilpu stom
HAOJFOIaeTCsl MOMYTHEHHE peakiMoHHOW cmecu W kumeHue TI'®. IMocne mobaBieHHs Bcero
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KonuyecTBa 1-OpomMOyTaHa pEaKHOHHYIO cMech KHITAT 10 MUH. 3aTeM K OXJIaXICHHOMY JI0
—50 °C pactBopy 54.74 r (375 mmonb) austminokcanara B 50 mi TI'® npu nepemermnBanuy 1o
KamsM 100aBiaoT B TeyeHue 0.5 4 cBeXENpUIoTOBIEHHbIH pacTBop n-BuMgBr B TI'®. [pu
3TOM MPOUCXOAUT Pa30TPEeBAHUE PEAKIIMOHHOI CMECH, TEMIEpaTypy KOTOPOH MOANEPKHUBAIOT HE
Boime —15 °C. Peakunonnyro cMech nepeMemuBarot 2 4 npu —15 °C, npunusatot pactsop 60 mi
6 M HCIl B 60 ma Bombl. OpraHMYecKUil CJIOM OTACISIOT M MPOMBIBAIOT Bomon (3 x 100 mu).
Bonusiii cnoit skcrparupyror 6enzonoMm (3 x 70 i), OEH30JIBHBIM SKCTPAaKT OOBEIUHSIOT C
OpraHu4YecKUM cioeM, cymar MgSO, u pacTBOpUTEnH OTrOHAOT B BakyyMme. ITomygator 49.00 r
CMECH IUITHIOKcanaTa W coequHeHHs Sb ¢ 54% comepXaHHEM IOCIEIHETO B PEAKIMOHHOM
cMmecH (1o JaHHBIM crieKTpoB SIMP 'H).

3-31na-1,2-1UruaApo-2-0KCOXMHOKCAJUH (6a) NOTYy4arOT HO METOAMKE, NPUBEICHHOU
B pabore [20].

3-Bytua-1,2-quruapo-2-oxkcoxunokcaaun  (6b). K 49 r cmecum amdTMiIOKCcanmara
u coepuHenus Sb npunuBatoT 250 M 2-nponanona u no6asisior 30.86 T (291 Mmois) o-denn-
JeHAnaMUHA. PeaknMoHHyI0 cMech IlepeMelMBaloT 6 9 IpH KOMHATHOH TeMIepaTtype
1 OCTaBIISIOT HAa HOYB (IIPH 3TOM YKe uepe3 5 MUH HaOII0JaeTcsl BBINNAICHNE Ocaka). Brimasmme
KpPUCTAITBl XMHOKCATHHOHA 6b OT(GWIBTPOBBIBAIOT, MPOMBIBAIOT 2-TIPOMAHOIOM H TEPEKpPHUC-
TAINMN30BBIBAIOT. DUIBTPAT BBUIMBAIOT B BOJAY M OCTABIIOT HAa HOYb. BBIMaBIIME KPHCTAIIIBI
coeMHeHH# 6b OTGUIBTPOBBIBAIOT, IPOMBIBAIOT BOJOH U MEPEKPHCTATIIM30BHIBAIOT.

1,3-AmaTHa-1,2-AHruaApo-2-0KCOXHHOKCAIUH (7) MONydYaroT MO METOMMKE, MPUBEICHHOM
B pabote [20].

3-Anerni-1,2-AUruapo-2-0KCOXHHOKCAIUH (8a) MONTydaroT IO METOMUKE, IPHBEACHHOMN
B pabore [20].

3-Byranoun-1,2-quruapo-2-okcoxuHokcaaul (8b). K marperomy mo 40 °C pactBopy 1 1
(4.95 mmonb) coepuHenuss 7b B 17 M yKCyCHOW KHCIIOTBHI IpPU MEPEMEIINBAHUU NPHINBAIOT
pactBop 1 r (10 mMmomp) XpoMoBOro aruapuga B 1 M BOABI U 2 MJI YKCYCHOH KHCIIOTBHI
U IIepeMeInBaOT B TeueHue 2 4 mpu temmeparype 80-85 °C. 3areM peakUHOHHYIO CMeECh
OXJIZKZIAIOT, BBUIMBAIOT B BOAY W OJKCTparupyloT xiopodopmom (3 x 15 mi). Dkcrpakt
npoMsIBaroT Bozxoi (3 x 10 mi), opranmueckuii cioit cymar Hagy MgSO,, 3aTeM NpoIrycKaloT
yepe3 komoHKy (300 x 15 mm), 3anonHenHyto 3 T cunukarens (L 100/160 p), u mpomeiBatot 80
M xaopodopma. PacTBopHTens OTTOHSIOT B BakyyMe BOAOCTPYHHOTO HAacoca, IOIyJaroT
aHATUTUYECKH YUCTOE coeanHeHue 8b.

3-Anerni-1,2-auruapo-2-okco-1-3TmaxuHokcannH (8c¢) moiayyaroT Mo METOAUKE, NMpUBE-
JIeHHOI B padoTe [20].

2-(2-3amMeneHHBbIE GEH3MMUAA30JIHI )-3-aJKWI-6- 1 -7-3aMeleHHbIe XHHOKCAJINHBI 9, 13,
14 (obmas metoauka). K pactBopy 0.50 MMONb aqKaHOMIXWHOKCAIUH-2-0HA 8 B 5 MJI YKCYCHOM
KHCIOTHl pubaBisatoT 0.55 MMonb cooTBeTcTByOmero 1,2-peHuneHquaMuaa U KUIATAT 1 4,
OXJIAKAAIOT M BBUIMBAIOT B BOAY. BbIMaBIme KpHUCTAMIBl OT(GHIBTPOBHIBAIOT, NPOMBIBAIOT
BOJION.

1,5-buc(2-oxco-3-3TnaxuHokcaauH-1-umi)-3-okcanenran (10). Cmech 8.0 r (45.98 Mmouib)
3-3TunxuHokcanuH-2-ona u 3.9 r (68.4 mmons) KOH B 200 mi auokcaHa HarpeBaroT A0
kuneHus, npubasmior 5.6 r (24.10 mmonp) 1,5-aubpom-3-okcameHTaHa W KUOATAT 3 4,
OXJIAXKIAIOT, BBUIMBAIOT B BoAy. OOpa3oBaBIIMeCs KPUCTALIbI OT(QMIBTPOBBIBAIOT, IPOMBIBAIOT
pactBopom KOH, Boz10ii 1 nepekpucTaiin3oBbIBaIOT.

1,5-buc(3-anerna-2-okcoxuHokcaaun-1-ui)-3-okcanenran  (11). K pacteopy 4.0 r
(9.53 mmonp) coemunenust 10 B 20 MJI yKCYCHOM KHCIOTHI TIPH IIE€PEMEIIUBAHUN TIPUOABISIOT
2.8T (28 mmonbs) CrO; B 3 M BOmbl M 3 MJI YKCYCHOM KHCJIOTBHI, HEPEMENIMBAIOT | 9 IpH
temneparype 50-55 °C u 1 4 npu temneparype 60-65 °C. BbuiuBaroT B BOLY, 9KCTParupyrot
xsopodopmom (5 x 20 M), OpraHUYecKuil cioil cymar Hax cynbhaToM HaTpus, QUIBTPYIOT
4yepe3 KOJIOHKY, 3anonHeHHyto 3 r cuiukarens (L 100/160 p), npomsisator 100 M xiopodopma
1 00BbEMHEHHBIH PAaCTBOP yNapHBAIOT B BaKyyMe.

1,5-buc[(3-MeTHIXHHOKCAIMHII-2)0eH3uMH1a30.1-2-1i1]-3-okcanentan (12). K pactBopy
100 mr (0.22 mmonb) coemuueHus 11 B 5 Ma ykcycHo# kmcioTsl npubasissior 55 mr (0.51
MMOJIB) O-()CHUICHANAMUHA, KUIIATAT 1 4, 3aT€M OXJIAKAAIOT U BBUIMBAIOT B BOXY. BrImaBmue
KPHUCTAIIBI OT(QHIBTPOBEIBAIOT, IPOMBIBAIOT BOJOM.

Paboma evinonnena npu unancosoii noodepiicke PODOU (epanm 03-03-
32865).
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