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CHUHTE3 CIIMPOAHAJIOTOB
JAJIOJMIWHOBBIX AJIKAJIOMIOB

BuyrpuMonexynsapHoi nmimsanueit no @Gpunemo—Kpadrey N-xmopauerwi- u
N-C-6poMIPORMOHII-4-METHIICIHPO [ TETPATHAPOX UHONUH- 2~ IMKIOTEKCAHOB] 10~
nydensr 2-okco-1,2,5,6-rerparunpo-4H-crimpo [muppono (3,2,1-1, ) xunonuu-4,1" -
LMKJIOTEKCAHBI} — CIMPOAHANOTH JIIOJUMHOBEIX AJIKAIOUIOB.

Tpunukimueckas KOHACHCHPOBAaHHAS cumcrema 1,25 6-rerparmmpormp-
pono[3,2,1-7,j]XxuHONMHEA 9BAYETCA OCHOBHEIM (DPAarMeHTOM JIHJIOIHIAHOBHIX
ankanommos [1, 2]. Coecmunenwms, comepxalmmume Tako (parMesT, SBISIOTCS
3thheXTHBEFIME DCHXOTPOIHEIMY . IpenaparaMu u repOunmpamm. HawmbGosee
PacTIipOCTpaHEHHHN METOX CHHTE3a TeTparmgporappoo[3,2,1-i,j Ixaromaaos
OCHOBAH HA BHYTPHMOJCKYJSPHOH muxmm3amuu N-(B-raxoreHajkwin- wWia
N-(a-TajoreHanmr) 3aMEIMECHARX TETPAIMAPOXUHOIMHOB B IPACYTCTEUH XJIOpHAA
amovaang [3, 4] OTOT MeTOoq HMCHOONMB30BAH HAMH B CHHTE3aX AHAJIOTOB
JMIOJVIMHOBHIX AJKAJIOWAOB, CHUPOAHHCAWPOBAHHBIX IO IOJOXEHWIO 4 ¢
IAKIOTEKCAHOBEIM KOIBIOM.

Ucxommrie N-xnopamerwr- m N-a-Gpommpormonwi-1,2,3,4-reTparuapo-4-

- MeTHICIMpo [xuHomme-2-akaorekcamst ]| I, I momyuemm - anmmmaposanmem

1,2,3,4-rerparaapo-4-MeTmicmpo [ TeTparApOX WHOIMHIMKIOTEKCAHA | TaI0TeH-
SHTHAPAIAMHA COOTBETCTBYIOMMX KUCAOT [J].

Nuxmasanmo coemmaenwin | w I mpoBommm uUpE HEWCTBME XJIOPWAA
aymroMmavrg Ge3 pacTBOpHTENS, 4 TAKXKE B KAMamux ¢peome-113 m remrame.
2-Oxco-0-MeTtmn- m  2-okco-1,6-gmmerwn-1,2,5,6-rerparmapo-4H-compo [map-
poro(3,2,1-i,/) xuaonun-4,1 -mukaorekcansr | 1 1 IV nonyuenms: ¢ BHXOZOM
23..75%,.

CH,

R—CH—C
i o

LI L, IV ' v, VI
LI VR=H; I, IV, VIR = CHs; I, V X =CL; TI, VI X =Br

Tipxmmsanma coexmaenns | B KuOgmeM TelTaHe OpPOTEKAET OXHOZHAYHO C
oOpasoBaHmeM TOIBKO crmmpocoemmueHmst 111. Bo Bcex OCTANBHEIX CAyuyadx W3
PEaKImyMoOHHOM cMecy Kpome mponykroe muxmmsanmm 111 u IV seigeness raxxe
OPORYKTH penmkan3anuu coepuaenmii I u Il — 3-meTun-4-xmopaneruiaMaac- u
4-a-GpOMITPOITHORMIAMIHOCIEDO [maman-1-mxaorekcame] (V m VD), cemres
KOTOpHX omEcaH pasee [5], a rakxe 1,2,3,4-terparmapo-4-MeTuacmmpo [xuro-
ymH-2-mpkororexcas | Ilocremamit ofpasyercd, moO-BHAMMOMY, B. DE3yJbTaTe
PacIeicEns NCXOAHBX COCRUHCHHMN,
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Crpoenne coeqmuaeami 111 u IV mogrsepxneno COeKTpabHBIMEA AaHHBIMA. B
UK cpmexrpax moxoca mormomerwa cBasm C=0 CHBWraercs WO CPaBHCHHIO C
coermermsavu | w 11 52 30 m 22 oM ' o Habmonaercs mpu 1710 oM ~, yro
MOATBEPXAAET 00pA30BaHNME MTHPPOIMIOHOBOIO KOJIbIIA.

ApoMatmyeckas uacrs cmekrtpa IIMP coemummemmii III m IV (rabn.)
XapaxTEpU3yeTCa HAIMYUeM CUTHANOB TPEX B3aMMOICHCTBYIOIINX IIPOTOHOB 7-,
8- 1 9-H. B ommume or mpoxykros penuksmaanzn V u VI [5], moe B cexrpax
IIMP n3-3a aau30Tponwy aIiIaMAHHOrO 3aMecTruTexd B noaoxenmu C(4) CArgax
nporona 5-H caeuryT B obaacts 7,78...7,82 m. 1., B cnextpax IIMP coenumermit
1T = TV apoMarnueckue TpoTOHB! BHAOIORaoTC B uaTepsate 0,2 M. 4. & CaMbIM
CHJIGHOIIOJIGHEIM SBISETCS TPWIUICTHBIM CurHana or uporoHa 8-H. Hamwuwme B
cuextpe IIMP coeguuaernma IV nByx my6neros nporonos rpyumsr 1-CH3 m asyx
xBapreToB mporoHoB 1-H ykassBaer Ha Ham@uume MOBYX IEOMETPHUESCKUX
M30MCPOB TO B3aWMHOMY PaCHOJIOXEHWIO METWIbHOR Tpymusl mpm Cy u
HEOOAGNECHHOM Naphl SJEKTPOHOB aroMa asoTa. lIpm  yuc-pacmosioxeHwn
HEOOHEICHHON Mapel aToMa a3ora m 3amectutend npu C(l) CHTHAI IOCIETHETO
cmsuraerca B crmaboe mome [6]. DTEM Xe 0OGyCIOBICHA HESKBHBAJCHTHOCTH
mpororos 1-H B coemmrenma 111.

yuc—IvV mpanc—IV

XapaxkTepHoil 0coGeHHOCTHIO crekTpoB IIMP coegurenwmit 111 m IV gsngercs
3HAUBTEbHEEM CHa00mMONBHEH CUrHAJ [BYX MPOTOHOB IHMKJIONEKCAHOBOTO KOIBIA
(Mokaszamo ABOMHBIM PE30HAHCOM) BCICHCTBHE MOOAAAHUS HX B KOHYC
mesoxparmposains rpynmsl C=0. Monexynapurie Moenn Jlpefizaara moKasHBa-
0T, yro nporoEH B momoxeHwsx C) m C(¢) IUKIOTEKCAHOBOIO KOIBIA
HESKBHBAJIEHTHEI OTHOCHTEIHHO KapOOHWIBHOA TPYIIIEL, TIO-BHANMOMY, BIIMTHIES
rpyoosr C=0 acnerresaror nporons: 2'-H.

Macc-cmexrper  coemmmenmii I[II m 1V xapaxrepusyrorcd Hammumem
MAaKCAMAJTBHBIX IO MHTEHCHBHOCTH TTUKOB MOJEKYISPHEX HOHOB C m/z 255 m 269,
COOTBETCTBYIOMWX ~ WX Opyrro-opmynam. OcrosHOe HampasaeHme ¢par-
MEHTanun HoHOB M| 5THX COSMMHEHMI CBI3aHO C PACIIEIUICHIEM L(AKIOTEKCAHO-
BOTO KOJIBIZ, UTO o6yCJmBJmBaeT HOSBJICRHC thparmMeATHBIX MOHOB [M——CH3] s
[M—C2H5] R [M—C3H7] , [M—C4HsT". Jpyroe HampaBJeHUEe pacnana BOHOB

CBA33HO ¢ JJIMMUHUPOBAHWEM B PE3Y/AbTaTe OEH3WIBHOTO PA3phIBA UACTHITEL
C7H11 m 06pa3soBaEHeM XapakTEPUCTHUESCKEX HOHOB ¢ m/z 160 u 174, mMeromux,
TO-BANAMOMY, CTPYKTYPY KaTHOHOB IMHPPOIANOHOT POV,

CH; CH;
O
R
M* M — CoH "
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YIapamerpsr comekrpos ITMP
4H-rerpargapocoupo [muppono (3,2,1-, /) xuromma-4-nuKaorekcanos] I, IV

8. mr U, Tm)
Coe- HEKIIOTEKCAHOBbIE
aHe- TIPOTOHBI
HEe | Ly 5H. sH, | 6H | 7H | &H | 9-H |1-CH;| 6-CH
' . OCTATD-
2-H 2-He HbIe
o1 (3,38 2,55 1,31 2,82 (7,14 | 6,97 | 7,05 — (1,39 3,49 2,05 1,43...
3,58 (13,96; {(13,96; (7,60; (6,72) | (13,955 (13,95;|1,87
(22,10)|4,38) [1,82) 7,60 14,0; 14,30,
5,04) {4,10)
IV 13,31 2,54 1,23 2,83 17,14 6,97 {7,07 (1,42 |1,39 3,50 {2,05 1,50...
3,45 2,56 (13,90) 7,22 | (7,33; [ (1,1) [1,46 [(6,64) |{(13,79;(13,90;[1,86
(13,89; 1,1; 1 7,33) (7,85) 13,79; |4,30;
4,89) 1,2) 7,50) 14,10)

Ha sTopomM stane pacmana mousr [M—Cs3Hy ]+ u [M—C2Hs ]+ IAMAHAPYIOT
morekyny kereaa RCH=C=0, oGpasys wonst ¢ m/z 170 u 184 coorsercrBeHHO.
Hocrenawii pazee SAMMHHADYET MOJEKYIYy OSTHJACHA C - OOpa30BAHHEM
MaJIOMHTEHCHRHEOTC (hparMenTHOTo moHa ¢ m/z 156.

TaxuM 00pa3oM, HOKa3dHa BOZMOXHOCTE IPEIAPATHBHOTO CHHTE3a HA OCHOBE
N-o-ranoreHsaMemeHHBIX  Corpo [TeTparanpoxXwHOMME-2-I{IKIOTCKCAHOB | COH-
POAHAZIOrOB JFUTOAWIMHOBEIX AJIKAI0KT0B.

SKCIIEPUMEHTAJBHAYG YACTD

Mace-CrexTphl CHMHTeSHPOBAHHBIX COEMMHEHHMIT Ionyuensl Ha npubope LKB-9000, crafxenHOM
CUCTEMOI IPAMOTO BBOAA 00pa3iia B MOHHBEL MCTOYHHK, rfpn moRM3upyroneM Hanpsoxkerny 70 3B. UK
CreKTpsI 3antcansl Ha crextpodoromerpe UR-20 B KBr. Cnexrps1 IIMP 3aperucrpuposaHs: Ha mpubope
Bruker WM-400 5 CDCls, BuyTtpesuuit craggapt TMC. g KOJIOHOUHOM XpoMaTOrpadui MCHOIL30Ba~
¥ OKCHJ AJBOMMHUS 2 CT. aKTMBHOCTH 10 Bpokmany, mus TCX — mnactumsr Alufol. TIposmnenue
napaMu Hopa.

Nanusie smementaoro anammaa Ha C, H u N CHHTE3UDOBAHHBIX COCAMHEHME COOTBETCTBYIOT
PaCUETHBIM.

2-0kco-1,2,5,6-Terparuapo-6-merwin-4H-coupo [muppono (3,2,1-i, /) xuHomH-4-IHKIOTeKCaH] -
(I, C17H21NO). A. K xurrmemy pacrsopy 0,7 T (2,3 MM0mb) N-XI0paueTiizaMenieHHoro Cruupo-
coepuuenms I B 15 Ma renTana nopuumsmvu npubasiaor 0,95 v (7,1 MMons) xmopuna amomuENa. Peax-
LHIOHHYIO MACCY KungTsr 1 u (xorrpoas o TCX) . OxnaxxnaroT, BeumBaioT Ha ey (50 1) u nommena-
uMBA0T pacTBopoM compl 7o PH 10. Dxcrparupysor srmnaneratoM (3 X 50 M), cymsdarom Marams.
OCTaTOK IIOCIE OTTOHKY STYIIAIETATA KPUCTAILIMIYIOT U3 renrasa. Ioxyuaror 0,45 (75 %) coemumenusa
T, Gecuperubie xpuctamisl, Toy 151...153 °C, R 0,33 (remram—stunanerar, 4 : 1). MK coekrp:
1710 cm L (C=0) . Macc-criextp, m/ z (sHTeHCHBEOCTS, %): 255 (100) M"*, 240 (68), 212 (70), 199 (3),
184 (25), 170 (3), 160 (16), 156 (6), 132 (5).

B. Cmeck 0,5 T (1,7 mvo7p) coempaenuna I n 0,7 r (5,2 MMOnB) XJ10pHuaa ajioMuausg Harpesator 0,5 u
mpu 100...105 °C. Oxmaxpaor, mpubasnszor aex (20 1), 50 M xnopodopma U NORINENAuMBaI0T BORHBIM
amvmaxom 70 pH 10. Orxenennsit xi10poGOpMHBIL €0 HPOMBIBAIOT BOROH M CyIlaT CynbGharoM
Marsus. OCTATOK HOC/E OTTOHKM Xsopodopma xpomaTorpadmpyroT Ha koouke (1,5 x 40 cM), siroeHT
renrai—aTtruanerar, 10 : 1. Buagane amowupyor 0,1 r (27%) 1,2,3,4-Terparunpo-4-meTucnupo [xu-
HOJMH-2-OUKJIOTEKCaHa] , KOTOPHIA 10 CBOMM (DUBUKO-XMMMUECKUM M CHEKTPAJIbHBIM XaDAKTEPHUCTU-
KaM aHANOTMUEH paHee orumcanHoMy [7]. 3atem BmvbBaoT 0,24 r cMecu coepumerus: 1T v crmpo [mea-
mamuxoiorexcanal V. ITosropesmM xpoMatorpaduposanmeM 9706 cMecu moayueno 0,14 r (28%) 4-
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xjpopanerunaMuaocoupo [manan-1-uuknorexcanal V, kOTophii 0 PpUIUKO-XUMUUECKUM
XapaxTEePMCTHKAM aHAJIOPHYEH paHee onucanaoMy [51. Coempmenive I 8 uncTOM BMIE B AAHHOM ONBITE
HE BBIIENEHO. ]

2-0xc0-1,2,5,6-terparunpo-1,6-naMermi-4H-cnupo [muppono (3,2,1-i, /) XmaomnH-4-IHKI0-
rexcan] (IV, Ci1sH23NO). A. K xunsmemy pacteopy 0,4 t (1,1 mmons) N-¢-6poMIponmoEmIsame-
meHHoro cnupocoenuuenys 11 8 10 Mn rexrrana noprpsve npubaeasior 0,46 r (3,4 MMoim) xnopuma
amromyeans. Kungrar 1 9. O6palarsBaoT KaK OMMCAHO BRINE B AHAJIOTHIHOM SKcnepumente. OCTaToK
NOCJTE OTTOHKM PACYBODUTEJISE XPOMATOrpadupyror Ha konouke (1 X 60 cM) BHARATE CMECHIO TeNTAH—
sturanerart, 30: 1, senversaror 0,1 1 (40%,) 1,2,3,4-teTparmapo-4-mMeTuncaupo [XuHommH-2-UKI0TeK -
cana]. 3aTeM CMECHIO TEX XKe PacTBOpHTeNnei B cooTHOmeHuH 15 : 1 amoupyror 0,1 r (33,3%) cnmpo-
coepumenus 1V, xopuunesas MacinoobpasHas Xuaxocrs, Ry 0,85 (remram—stunauerar, 8 @ 1). UK
criexrp: 1710 oM™ (C=0). Mace-crexTp, m/z (uHTeHcuBHOCTS, %): 269 (100) M7, 254 (68), 240 (4), '
226 (71), 214 (4), 213 (3,5), 198 (37), 184 (4), 182 (4,5), 174 (20), 170 (12), 156 (6). Hakomer,
CMECBHIO TENTaH—3TUIIANETAT, S : 1, ¢ xosoHkM BemMbiBaioT 0,1 r (25%) mIpoayxTa perMKIM3aiuy —
N-Ct-6pOMIpPONHOHHIAMUHOCTHPO [MERAHIMKIOreKcana] VI, MAeHTHYEOro onucansoMy B padore [5].

B. Cumecs 0,7 r (2 Mmomw) crimpocoeruaenwus 1T u 0,8 r (6 MMONb) XJIOpHIA AMOMHMHKS HATPEBAIOT
0,5 wnpu 100...105 °C. O0pabaTsisarot kak OnwcaHo seine. OCTATOK XpoMarorpadupyioT Ha KOJIOHKE
(1 x 62 cM) cmeceio renTan—3aTMNaerar, 10 : 1. Beigensior 0,1 r (23%) 1,2,3,4-terparunpo-4-MeTii-
COMPO [XMHOMMH-2-1IHMK/IOreKcana)] . 3aTeM CMeChIO TeX K€ PACTBOPHMIENEH B COOTHOMEHMM 5 & 1 5mo-
upywr 0,11 r (20%,) coupocoenunerus IV, Baskoe xopuuHesoe Macio, Rr0,85 (remran—sTunanerar,
8:1), M" 269. UK crextp: 1710 cm > (C=0).

" B. K pactsopy 1 1 (2,9 mvou) crupocoenes: :euma 1T B 20 M dpeona-113 ppubasnaror 1,14 1
(8,6 MMoup) XxnopHAa amoMuHus ¥ KUIsitaT 10 @ (kouTposs no TCX) . Ocratok nocie 0TroHk:: ppeosa
mpu oxnaxpexuu obpabarsiBator 109, BOmHBIM pacTtBOpoM comst 10 pH 8...10. ITpoxyKTE peaxmum
sKcTparupyioT 3gupom (4 x 50 mur) . Cymar cyabdarom maraug. OCTATOK 10CHE OTTOHKY 3dupa XpoMa-
TorpadupyoT Ha konoHke (1,5 X 65 CM) CMECHIO TeIITaH—9THIALIETAT, MEHSS COOTHOImEHuE 0T 15 : 1 mo
5: 1, seimensor 0,18 r (23%,) coemuuenua IV, Rr0,85, M+ 269.
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