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YAK 547.898.1 + 542.61

OKCATUAKPAYH-DPUPHI HA OCHOBE 2-AJIJINJIAHU3O0JIA

N 1-AJVTWIIHEPOJINHA

H.A. Pesekuna, 9.B. Paxmanos, E.B. JIykoBckas, A.A. BoobuieBa, B.A. YepTKoB,
0O.B. KocTtiouenko, A.A. AdpamoB, A.B. Aancumon

(kapedpa xumuu Hetbmu u opearnuueckoeo Kamanusa, Kapedpa paouoxumuu)

B3aumopeiicteuem 1-(2,3-auro3mnokcunponmi)annsona u 1-(2,3-auépommponuni)-2-
MeTokcuHadTammaa ¢ 1,8-aumepkanTto-3,6-amokcaokranom u 1,11-aumepkanTo-
3,6,9-TpuoKcayHIeKaHOM MOJIydeHbl 3amemeHHbie 12- u 15-yienHble AMOKCATUTHAKPA-
yu-3¢upsi: 8-[(2-merokcu-1-nadrun)-mermia]-1,4-guokca-7,10-1MTHANMKIONOIEKAH,
11-[(2-meTokcu-1-nadgTun)-mernn]-1,4,7-tpuokca-10,13-auTHanuKiIoneHTagekan u
11-](2-meTokcudennn)merui]-1,4,7-tpuokca-10,13-auTnanuxkionenragekad. Jiasg
NepBOro onpejeeHa IKCTparupyomasi cnocodoHocts no ornomenuio K Ag (I) m Cd (II).

B Tedenue mocneaHux 30 JieT MPOBOAUTCS UHTEH-
CHMBHOE M3y4eHMe KpayH-3(pMpPOB M MX TeTepOaHaJIOTOB.
O1n coenvHeHMsT 00J1a1al0T OOJIBIIMM MOTEHIIMAIOM KakK
MOJIEKYJIIPHBIE PEIENTOPEl TIPU TPAHCIIOPTE MOHHBIX
YacTUIl U OPraHMYECKUX MOJIEKYJ] B JKMBBIX OpraHW3-
Max, a TaKKe KaK aKTMBHbIE KOMIIOHEHTbl MOH-CeJIeK-
TUBHBIX 2JICKTPOAOB, IKCTPAreHTOB M MOHOMOPMHBIX
¢dparMeHTOB (DOTOXPOMHBIX CHUCTEM, Ojaromapsl WX CIIO-
CcOOHOCTH K 00pa30BaHMIO CTAOMJIBHBIX KOMILJIEKCOB C
noHamu MmetaiaoB [1]. Co BpemMeHHM IepBBIX padoT,
onyoMKOBaHHBIX B 1967 1. [2, 3], ObUIM IIpemyIoXeHBI
pa3Hble MOAXONbl K IMOJYYEHUIO OKcaTua- M TUaKpay-
HoB. CaMbIM pacHpoOCTaHEHHBIM SIBJISIETCS METOJ, B3au-
MOJIEMCTBUSI MEXIY IUTAJIOTeHITPON3BOAHBIMU M COOT-
BETCTBYIOIIIMMU TJIMKOJIIMU W JWTHOJAMM WM TO3WJIa-
TaMUd U JTUTUOJIAMU.

B Hacrosieit pabote ISl MOJYyYeHUs] HOBBIX 3aMe-
IIEHHBIX OKCaTHMaKpayH-3(pUpOB B KayeCTBE MCXOTHBIX
BEIIECTB ObLIM HCIIOJb30BaHbl 2-ajuiaHu3on (1) u
2-MeToKCcHU- 1 -aummrHadranuu (1-amauaHepoiauH) (2)
(cxema 1). B coenuHenuun (1) nBOMHYIO CBSI3b MOIBEP-
ram okuciaeHuio 30%-ii mepexkuchbio BOIOpOAa C TO-
CIEAYIONIMM TO3WIMpOBaHWeM B mupuavHe mpu 0—5°C
¢ obpazoBaHueMm auto3uaara (3), a coeauHeHue (2)
npeBpailiaii B aubpomun (4) melictBueM Opoma B XJIO-
podopme mpu 0-5°C.

CuHTe3 MaKpOUNKIMYECKUX COCAMHEHUI TIPOBOIVIIN
no Meronuke [4], MpUMEHSIST METOA BBICOKOIrO pa3daB-

Cxema 1
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JIEHUSI C OTHOBPEMEHHBIM HCIIOJIb30BAaHMEM TEeMILIATHO-
ro Meroma. B KadecTBe pacTBOPUTENS MCITOJIb30BAIU
cMmech 3taHox:Boma (1:1), a B KayecTBe TEeMILJIATHBIX
pearentoB — Cs,CO; u Li,CO;. IIpomo/kuTebHOCTh
peakuuu coctapisia 50 4. HawtydimmM a1i0eHToM s
XpoMatorpaduyeckoir OYMCTKM IPOAYKTOB peaKLUU
oKazajlach CMeChb 3TWaleTaTa M IeTposieiiHoro acupa B
oobemMHOM cooTHoureHuu 1:1. ITociae ouynMcTkM HaA Xpo-
MaTorpaduyecKoil KOJOHKE BBHIACICHHBIC BEIIeCTBA
Obun uccnenoBaHbl MeTtomamu AMP u macc-crekTpo-
METpUM, OTHECEHWE CUTHAJIOB ObUIO CIEIaHO C ITOMO-
wpio MerogoB HETCOR u COSY.

ITpu B3ammoneiictBun murosuiara (3) ¢ 1,11-gumep-
KanTto-3,6,9-TproKCcayHIEKAHOM B Ka4ecTBE TEMILIATHOIO
peareHTa HWCITOJIb30BaJiM KapOOHAT Ie3Ws, MPU 3TOM
Obul BbIAeaeH (C BbixomoM 29%) 11-[(2-meTokcudeHu-
mmetun|-1,4,7-tpuokca-10,13-guTHannKIONEHTaAeKaH
(5) (cxema 2).

IIpu ounctke (5) METOIMOM KOJIOHOYHOI Xpomarorpa-
¢um ObU1 BhIOENIEH Takke 8-[(2-mMeToKCcH(eHMT)METII]-
1,4-nuokca-7,10-muTHanukiIogoaekaH (6) ¢ BBIXOIOM
2% (cxema 3). OGpa3oBaHME MOCIEIHETO MOXHO
OOBSICHUTH TIpUCyTCTBHEM B 1,11-mumepkanro-3,6,9-Tpu-
OKCayHIIcKaHe B KauyecTBe ITpuMmecd 1,8-muMepkanTo-3,6-
JIMOKCAOKTaHa.

O6pa3oBaHne MakpoLuKiIoB (5) u (6) moaTeepxkma-
IOT IaHHBIE MAacC-CIEeKTPOMETPUM: B MaccC-CIIeKTpax
ObUTM OOHApYXEHBI MUKW MOJIEKYJISIPHBIX MOHOB CO
3HAYCHUSIMU M/Z, PaBHBIMU 372 U 328 COOTBETCTBEHHO,
a Takke NMUKM MOHOB CO 3HAYEHMUSIMM M/Z, PAaBHBIMU
121 n 251 (coemgmHeHue (5)) ¥ MUKKU MOHOB CO 3Haue-
HussMu m/z, paBHeiMu 121 m 207 (coemunenue (6)),
0o0pa3oBaHMe KOTOPBIX MOXKHO TIPEACTaBUTH CXeMOM 4.

Huknuzamuio pnopomuaa (4) IpoBOAWIN, WCIIOJb-
3ysl B KayecTBE HYKJIeo(UIOB KomMMepueckuii 1,8-mau-
MepKarnTo-3,6-1ruokcaoktad 1 1,11-gumepkanTo-3,6,9-
TPUOKCayHJeKaH, a B KauyeCTBe TEeMILJIaTHBIX peareH-
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TOB - KapOoHaThl JUTUS U Le3usd. B pesynbrare pe-
aKuMil ObLIM monydyeHbl 12-uieHHBINH 8-[(2-MeToKcu-
1-madptmwn)merni]-1,4-guokca-7,10-guTHauMKIONOAEKAH
(7) u 15-unenHsiii 11-[(2-meTokcu-1-HadTHI)METI]-
1,4,7-tpuokca-10,13-gutnanuxionentagekad (8) (cxe-
Ma 5).

B macc-cnektpax coemuHeHuii (7) u (8) ObLM OOHAa-
DPYXEHbl MUKM MOJIEKYJISIPHBIX MOHOB CO 3HAUYEHUSIMU
m/z, paBHbIMU 378 1 422 COOTBETCTBEHHO, a TaKXe
MUKW HMOHOB CO 3HAYEHUSIMU m/Z, paBHbIMU 171 u
207 (coemunaenue (7)) m 171 m 251 (coemmuenme (8)),
00pa3oBaHUE KOTOPHIX MOXHO IIPEACTABUTH CXEMOil 6.
HanHble criekTtpoB SAMP BC u'H OKCaTHaKpayH-CO-
eaquHeHuit (5), (6) u (7) npuBedeHbI B 3KCIIEPUMEH-
TaJIbHOM YacTH. DKCTPAKIIMOHHYIO CITOCOOHOCTH CHHTE-
3UPOBAHHOTO B HacToslleir pabdore coeauHeHus: (7)

S

. +
o+ 0T
(0]

(5) m/z=251
(6) m/z=207

U3yYyalIu Ha TipuMmepe “Markux” KathmoHoB cepedpa (I)
u kagmusa (II). Dxcrpakuuio OpOBOAWIM U3 PACTBOPOB
HHTpaTa cepedpa M HUTpaTa KaaMMs B a30THON KHCJIOTE
u nukpara jautus (LiPi). OkcatuakpayH (7) comepxXuT
B MaKpOLMKJIE aTOMBbI KHCJIOpPOIA M aTOMBI CEphI, ITO-
3TOMY CJIeAyeT OXHWOaTh, YTO OH MOXET 3aHHMaTh, B
COOTBETCTBUU ¢ KoHuernuueil IlupcoHa, mpomexXyTouHoe
MOJIOXKEeHUE MEXAY “MITKMMU” U “XEeCTKUMU™~ JUraH-
mamu [5].

OnpeneneHre KoadduuueHToB pacrpeneiaeHus (D)
cepeopa (I) u xamvmusa (1) mpoBogwam pagroMeTpyUdec-
KM Ha XUIKOCTHOM CUMHTWUISIIIMOHHOM CYETYMKE
“Canberra-Packard-2700”, ucrons3yst usororsl '""Ag
(T, = 270 xn) u '°"Cd (T,, = 433 mn) [6, 7).
Koaddumuent pacnpeneneHus: ONpeneisyii KaKk OTHO-
IIEHNEe PETUCTPUPYEMON aKTMBHOCTU B OPTraHUYECKOM
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Metoauka onpeneneHuss Ko3(phUIIMEHTOB NMpYBeaeHa
B pabote [8]. B Tabn. 1, 2 mpeacTaBieHbl 3HAYCHUS
K02(hGUILIMEHTOB pacrnpeaeieHus] cepedbpa U KaaMMs
MPU MX IKCTPAKIIMU U3 BOAHBIX PACTBOPOB pPa3INYHO-
ro cocrana.

W3 paHHBIX, TIpeACTaBICHHBIX B TaOI. 1, 2, ciemyer,
YTO Makpouukia (7) AOCTATOYHO XOPOULIO 3KCTparupyer
kaTHoH cepebpa (I) U3 pacTBOPOB a30THOM KMCIOTHI U
3aMETHO XyX€ M3 IMKPAaTHOIO pacTBOpa. DTO HAXOAMT-

OO OMe
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csl B COOTBETCTBUM C AaHHBIMM Mo 3kcTpakiuu Ag (I)
1,4-nmokca-7,10-guTHaMKIIOn0AeKaH -8 - MJI-MEeTHII- 2-Ha-
¢TroBbIM 3(UpoM [8], XOTSI OTMEUYEHHOE pasinuue He
cToib 3HauuTenabHo. Kammmii B oTimume oT cepebpa
SKCTpATUpYyeTCs TI0X0. BO3MOXHO, 3TO CBSI3aHO C
MEHbIIIel CIMTOCOOHOCThIO (M3-3a OOJIbIIEro 3apsa)
noHoB Cd (II) K JOHOPHO-aKIIENTOPHOMY B3aMMOJEH-
cTBUIO TI0 cpaBHeHUIO ¢ moHamu Ag ().

DKcnepuMeHTaIbHAS YACTh
Cnektpel AMP 'H PETUCTPUPOBAIN HA CITEKTPOMET-
pe “Varian XR-400” ¢ paboueii yactoToir 400 MIw.
Hcnonb3oBamu 25%-e pacTBOphI 00pa3IoB B IeHTepO-
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Taonuma 1

Koaddunuentsl pacnpeneienns cepeopa (I) npu skcTpakuum
8-[(2-meTokcu-1-nadprun)merna]-1,4-nuokca-7,10-autna-
nuKJIoaoaeKaHoM (7)

PactBoputens Bopnas Konuenrpanus Ag Dag
(xoHneHTpaumus | ¢asa B BOAHOH (hase,
JKCTparcHTa) MOJIB/JT
CH,Cl, AgNO; 107 100
(4107 M) B3 M HNO, =
2-10 115
LiPi <107 40
CHCl, AgNO, 10° 70
(4107 M) B3 M HNO,
2:107 93
LiPi <107 60

Taonuma 2

Koaddunuentsl pacnpenenenns kaamus (1) mpu 3kcTpakuyuu
8-[(2-meTokcu-1-napTun)merni]-1,4-nuokca-7,10-auTHa-
nuKJIoaoaeKaHoM (7)

PacrBopuTeins, Bonanas Konuenrpanus Cd Dcy
(xoHmeHTpauus | ¢asza B BOAHOH (asze,
IKCTpareHTa) MOJIB/JT
CH,Cl, Cd(NOs), 107 0,01
4-10° M) B3 M HNO;, e
2-10~ 0,01
LiPi <107 0,01
CHCI, C—(NO;), 107 0,01
(4:10° M) B3 M HNO,
2:10° 0,01
LiPi <107 0,007

xjopoopmMe. B KayecTBe BHYTPEHHETo CTaHAapTa Mpu-
MmeHsun Tekcametungucuiaokcad (I'MJIC). Chnektpsl
AMP “C mis 30-50%-x pacTBOpOB 0GpasLOB B HCii-
TepoxJiopoopMe PErMCTPUPOBAIM Ha CIEKTPOMETpE
“Varian XR-400” ¢ paboueit yacrtoroir 100 MI'm. Xu-
MITYECKHEe COBUTH ~C M3MEpSUI OTHOCUTEIBHO XJIOPO-
¢opma. Inss oTHeCeHUSI CUTHAJIOB B crekTpax SMP
oKcaTuakpayH-3¢UpoB ucnojab3oBaiu Metonbl COSY u
HETCOR.

XpomaTroMacc-CreKTpOMETPUIECKUI aHaIU3 ITPOBOIU-
Ui Ha nipubope “Finnigan MAT 112587 B pexume sJeK-
TPOHHOTO yhapa TpU SHEPTUM MOHU3HPYIOIINX 3JIeKTPO-
HOB 70 3B ¢ kxBapleBoil KamwUIIpHON KOJIOHKOW (I =
60 M, d = 0,25 MM, HenomprkHast ¢daza DB-1, pexum
MPOrpaMMUPOBAaHUsST TeMIepaTypbl, ra3-HOCUTEIb — Ie-
Jmii). AHaau3 metogoM TCX mpoBoAWIM Ha IUIACTUHKAX
“Silufol” B pa3HbIX cHUCTEMax BJIIOCHTOB.

1,11-/lumepxanmo-3,6,9-mpuoxcayndexan mnoyydyaiu
M3 TETPA3TWICHIJIMKOJSI 4yepe3 craguio 1,11-gubGpom-
3,6,9-tpuokcayHaekana [9, 10].

2-Anauaanuzon (1) cuHTE3UpOBaIM UCXOAS M3 (heHoJa
U amwIdpoMuaa 4epe3 CTaiuu auiuadeHWI0Boro 3gu-
pa [11] u nmanee 2-amnwicdeHona [12], KOTOpbIi MeTHU-
JIMpoBaId AuMeTuicyabdarom [13].

2-Memoxcu- 1-asausnagpmanun (1-asauanepoaun) (2)
CUHTE3MPOBAIM MO CXEMe, aHAJIOTMYHOM ITPEIbIAYILCH.
KoHncrantel coegunenuit (1), (2) u 1,11-gumepkanTo-
3,6,9-TpuoKcayHIeKaHa MOCHTUYHBI JIMTEPATYPHBIM.

1-(2,3-1MTO3MIOKCHIPONIIIT) aHH301 (3)

1-(2,3-0ucudpoxcunponus) anuzoa. B tpexropiyio Koii-
Oy, CHAOXEHHYI0O MEIIAJIKOM, KalleJbHOM BOPOHKOM, Tep-
MOMETPOM U OOpaTHBIM XOJOAMJIBHUKOM ITOMECTUIU
48,4 r (0,93 momp) 88% HCOOH u 10,7 r (0,1 monb)
30% H,0,. 3aTeM K peakLMOHHOI cMecu, oxJaxiae-
MOM B 0OaHe CO JIbBOAOM, NMPHUOABIISUIM M3 KalleJIbHOM BO-
poHku B TedyeHue 20—30 muH 10 t (0,07 MoOIb)
2-aJIJIWIaHU30/1a C TaKOM CKOPOCThIO, YTOOBI TemIlepa-
Typa peakLUMOHHON cMecu He TmpeBblinaga 40—50°C.
ITocne storo cmech BbiaepxkuBaiu npu 40°C cHauana
B TeueHWe | 4, a 3aTeM B TE€UYEHWE HOUYM IIPU KOM-
HaTHOM TemIiepaTtype. Bogy M MypaBbMHYIO KHUCIIOTY
OTTOHSUIM TNPU MOHMXKEHHOM AaBAEHUM M K OCTaTKy
MpUOAaBISIN OXJaXASHHBIN JbaoM 35%-ii pacTBOp
NaOH c Takoil cKOpocTblo, YTOOBI TeMIlepaTypa peak-
LIMOHHOK cMecu He TipeBblliania 45°C. 3aTeM cMech
Hachllaau pactBopoM NaCl M 3KcTparupoBajid 3TUJIA-
teratoM. OObeNMHEHHbIE OpraHuveckue ¢asbl CYLIUIN
Na,SO,. Pactsopurens orroHsuim B Bakyyme. Ilomyuu-
au 6.82 T KopuuHeBoro Macia. [IpomgyKT peakuuu
BBIIEAANN Ha KOJNOHKe ¢ Si0O,, 2JII0EHT — CMECh
alieToHa M TetpojeiiHoro acdupa (1:1). Beigenunu 4 r
1-(2,3-auruapoKCUIIPOIINII) aHMU30JIa B BUIE CBETJIIO-
XenToro macia. Beixom 33%.

Macc-cnekrp (m/z, 1., %): 182[M*] (32), 151
(38), 122 (100), 91 (75), 77 (13), 39 (5).

AMP 'H crnektp: §=2.75 (M, 2H, CH,), 3.40 (M,
IH, CH,OH), 3.54 (m, 3H, CH,OH, 20H), 3.75 (c,
3H, OCH,), 3.89 (M, 1H, CHOH), 6.78-6.88 (M, 2H,
H-3, H-5), 7,10-7.20 (m, 2H, H-4, H-6).

To3uauposanue 1-(2,3-0ucudpoxcunponus) anuzoaa. K
pactBopy 2,1 r (0,01 Moab) 1-(2,3-AUTHAPOKCUTIPOITIII)
aHuzosa B 20 MJI MUpUAMHA NPUOABISIU TOPLUSIMU
3,8 T (0,02 monb) Toswnxnopuga npu 0°C. Ilpu stom
pacTBOp IIpuOOpel OpaHXKeBOe OKpalluuBaHue. PacTBop
OCTaBUJM Ha HOYb. 3aTeM €T0 BBUIMJIA B BOIY CO
JIBAOM M 3KCTparupoBaid 3¢upoM. DPUPHBIA pacTBOp
npombln pazbasieHHoil HCI. Pacteopurens ymapuiau B
Bakyyme. [lomyuunu 3,5 r kopuuHeBoro Mmacmia. Ilpo-
M30IIJI0 YaCTMYHOE TO3WJIMPOBAHUE C OOpa3oBaHUEM
MOHOTO3WJIATA.

Macc-criektp Mowotosunara (m/z, L. %): 336[M']
(23), 215 (5), 155 (37), 122 (100), 91 (75), 43 (9).

[ rMcyepnbIBaolero TO3WIMPOBAHUS K PacTBOPY
3,5 (0,01 monp) MoHOoTO3WIaTa B 20 MJ NMUPUAMHA
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npubasisiv nopuusiMua 2 1 (0,01 Mosb) To3wiIxIopuaa
npu 0°C. PacTBOp oCTaBUJIM Ha HOYb, MOCJIE YEro
BBUTWJIM B BOAY CO JIHAOM. 3aTeéM PacTBOp 3IKCTPArvpo-
Bau 3¢rpoM. DPUPHBIM pacTBOp MPOMBLUIM pa30daBiieH-
Hoit HCl. PacrtBoputenbs ymapwiu B Bakyyme. Ilomy-
yunu 3,47 r gurosunara (3) B BUIe KOPUYHEBON BS3-
KOM >KUIKOCTH, KOTOpasi MpU CTOSIHUM KPUCTALIU3YeT-
cs. Oommit BeIXOm 70%.

Macc-cnextp (m/z, I, %): 490[M*] (3), 318 (26),
163 (100), 121 (33), 91 (81), 44 (3).

AMP 'H cnektp: 8=2.39 (c, 3H, CH,), 2.44 (c,
3H, CH,), 2.92 (m, 2H, H-7), 3.65 (c, 3H, OCH,),
4.07 (m, 2H, H-9), 4.82 (M, 1H, H-8), 6.65-7.69 (M,
12H, ArH).

AMP "“C cnektp: 21.60 (2CH; (Ts)), 32.60 (C,),
54.93 (Copme)» 69.48 (Cy), 77.80 (Cy), 110.07 (C,),
120.52, 122.89, 127.70, 127.94, 128.47, 129.45, 129.82,
131.53, 132.33/132.90 (2C; C,, ,.), 144.41/144.95 (2C;
Cys 4), 157.15 (C)).

1-(2,3-Auopommponmn)-2-MeTokcuHadTamH (4)

B Tpexropayio Ko;i0y, CHAOXEHHYI0 MEIIaIKoM, Ka-
MeJbHONH BOPOHKOM, TEPMOMETPOM U OOpaTHBIM XOJIO-
JunbHUKoM, momectwan 2,5 r (0,01 monb) 1-amaunHe-
pomna u 11 mn CHCI,. Tlpu nepemelumBaHuu 100aB-
agmi no Karam 2,1 ¢ (0,01 monb) Br, mpu 0—5°C.
Xi1opoopM OTTOHSIM Ha poTopHOM wucmapurene. Ilomy-
yu 4,1 r 1-(2,3-aubpomnponun)-2-MeToKCMHaTaIuHa
B BHAE KOpMYHEBON Xuakoctu. Beixom 90%. (Ilpnm
MEepPEeroHKe B BaKyyMe IPOMCXOIUT OTILEIIeHue Opoma
U 00pa3oBaHUE CMECHU IIPOOYKTOB).

Macc-cnexrp (m/z, I, %): 358[M] (20), 342 (0),
264 (7), 200 (0), 171 (100), 141 (29), 91 (2), 39 (1).

AMP 'H cnexrp: =3.55-3.85 (M, 4H, H-11, H-
13), 3.89 (c, 3H, OCH,), 4.56 (M, 1H, H-12), 7.20
(m, 1 H, H-3), 7.30, 7.46 (2r, 2H, H-6, H-7), 7.75
(m, 2H, H-4, H-5), 7.94 (u, 1H, H-8).

AMP "“C cnekrp: 31.07, 35.81 (C,,, C,5), 50.64
(C,p, 54.28 (Cope)s 110.88 (Cy), 121.00-127.29,
131.02 (Ar), 153.16 (C,).

11-[(2-Metokcndenma)merni] -1,4,7-tpuokca-10,13-
JUTHALNUKJIONEHTaneKaH (5)

K xunsiemy pactBopy 10,58 t (32,5 mMMoiab) Kap-
6onara nesusa B 1 1 cmecu EtOH-H,O (1:1) nmpu nepe-
MEIIMBAaHUKM OJTHOBPEMEHHO IPHMOABISIN PacTBOPHI
3,2 1t (6,5 mmomnp) muroswnara (3) u 1,5 v (6,5 MMoIb)
1,11-numepkanTto-3,6,9-tpuokcayHaeckana B 20 M
EtOH xaxnpiii. PeakiimoHHyto cmech Kunsatuiau 50 4,
yIIapWIM PAacTBOPUTENIb B BaKyyMe, OCTaTOK 3KCTparv-
pOBaIM TopsiuMM aTwianeratoM. OpraHMyeckue 3KCTpak-
Thl YIApWIM B BaKyyMe, OCTaTOK XpoMaTorpacupoBaid
Ha KOJIOHKE C CHJIMKAreJieM, 3JIIOCHT — STHIaleTar:IeT-
poneinbiii apup (1:1). IMoayuwwmm 0,69 r mMokcaTnak-
payH-3¢dupa (5) B Bume Bsg3koro macia. Beixom 29%.
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Macc-cnektp (m/z, 1

%) 372[MT] (70), 329 (2),
312 (6), 251 (22), 206 (19), 178 (33), 147 (100), 121
(29), 91 (49), 45 (44).

AMP 'H crekrp: 8= 2.41-2.50 (M, 1H, H-9°),
2.58-2.79 (M, 4H, H-9°, H-12°, Bz-CH,), 3.08 (ux,
1H, H-12%, 3.25-3.30 (v, 2H, H-14), 3.52-3.74 (M,
13H, H-2, H-3, H-5, H-6, H-8, H-11, H-15), 3.77
(c, 3H, OCH,), 6.78-6.85 (M, 2H, H-3’, H-5), 7.15
(M, 2H, H-4, H-6).

SAMP "C cnektp: 30.26 (C,,), 31.04 (C,), 34.35
(Cp,.crp)» 3795 (C,p), 45.10 (C,)), 54.67 (Cy,.), 69.58
(C,), 69.71 (C,), 70.57 (Cy), 70.67 (Cy), 71.50 (C,s),
71.58 (Cy), 109.64 (Cy), 119.59 (Cy), 127.06 (C,,),
130.75 (Cy), 156.98 (C,)

8-[ (2-meTokcudenma)mernia]-1,4-mokca-7,10-mMTHanmuK-
JogoaekaH (6)

Mace-cniektp (m/z, 1, %): 328[M"] (51), 268 (8),
224 (3), 207 (27), 147 (100), 121 (25), 91 (40), 45
(21).

AMP 'H crekrp: $=2.28-2.31 (M, 1H, H-6°), 2.53-
2.76 (M, SH, H-6°, H-9°, H-11°, Bz—CH,), 3.29—
3.37 (M, 1H, H-9°, H-11%), 3.56-3.76 (M, 9H, H-2,
H-3, H-5, H-8, H-12), 3.82 (c, 3H, OCH,), 6.86 (M,
2H, H-3, H-5), 7.20 (M, 2H, H-4, H-6).

AMP "C cmexrp: 31.19 (Cy), 31.31 (Cy), 35.04
(Cp,.cip)> 38.68 (C,)), 45.42 (Cy), 55.23 (C,,.), 70.59
(Cy), 70.75 (C,), 73.28 (Cy), 73.28 (C,,), 110.16 (Cy),
120.10 (Cs), 127.42 (C,),127.95 (C,), 131.39 (C,),
157.61 (C,).

8-[(2-Merokcu-1-madmn)-merni] - 1,4-mmokca-7,10-
JUTHANUKIOnoaeKkaH (7)

AHaJIOTUYHBIM 00pa3oM ToJiyyald OKcaTuakKpayH-
apup (6) mByMsa crocobamy, M3MEHSISI KOJIWYECTBO WC-
XOIHBIX BEIICCTB M TEMIUIATHBIA pearcHT.

Cnocod A. Wcxomnwie BemectBa: 0,18 T (0,5 MMoIb)
auopomuga (4) u 0,1 t (0,55 mmonb) 1,8-guMepkanTo-
3,6-muoKcaoKTaHa, TeMIuIaTHBIA peareHT — 0,19 r
(2,5 mMmoib) KapboHara sutusa, oobeM EtOH—H,O 200
mia. IMonyuunu 0,03 r guokcarmakpayH-s¢pupa (7).
Brixon 15%.

Cnocod b. Mcxomupie BemectBa: 0,36 T (1 MMOJB)
qubpomuga (4) u 0,2 v (1,1 mmons) 1,8-muMepkanTo-
3,6-1MoKcaoKTaHa, TeMILUIAaTHHIA peareHT — 1,63 T
(5 mmonb) kapGonara wnesus, oobem EtOH—H,O 400
M. Tonyunmm 0,06 r coenuuenns (7) B BUIE BSI3KOTO
Maciia, KpHCTaJUIM3YIOIIETOCs B XOJIONWIbHUKE. Bhixonm
16%.

Macc-cnexrp (m/z, I, %): 378[M ] (90), 360 (2),
207 (96), 171 (100), 117 (18), 45 (36).

AMP 'H crekrp: $=2.24-2.31 (M, 1H, H-6"), 2.60-
2.66 (M, 1H, H-6%, 2.72-2.77 (M, 4H, H-9*, H-11°,
Bz-CH, ), 3.18-3.24 (an, 1H, H-9%), 3.34-3.39 (uu,
IH, H-11%), 3.49-3.83 (M, 9H, H-2, H-3, H-5, H-8,
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H-12), 3.93 (c, 3H, OCH,), 7.23-7.77 (m, SH, ArH),
8.16 (an, 1H, H-8).

AMP "C cnekrp: 29.94 (C,), 31.10 (Cy), 32.04
(Cp,cmp)s 3943 (C,)), 45.10 (C,)), 46.43 (Cy), 56.57
(Cone)s 70.58 (Cy), 70.64 (C,), 73.14 (C,,), 73.18 (Cy),
112.41 (Cy), 121.40 (C,), 123.10 (Cg), 124.00 (Cy),
125.99 (C,), 128.07 (C,), 128.37 (Cy), 129.17 (C,,),
133.34 (C,), 155.14 (C,).

11-[(2-Metokcu-1-madpin)-mermn]- 1,4,7-TproKca-
10,13-guTHanukIonenTaaekaH (8)

Coenunenue (8) cuHtesupoBaam ucxonsd u3 1,8 r (5
Mmoiib) aubpomuna (4) u 1,2 t (5,5 mmonb) 1,11-gu-
MepKarTo-3,6,9-TproKcayHaekaHa B IpUCYTCTBUM 8,15 T
(25 mMonb) kapboHara uesus, ooreM EtOH—H,O 800
M Beigenuau 0,7 © okcatnakpayH-3¢upa (8) B Bumae
BSI3KOTO Macia.

241
Macc-cnexrp (m/z, 1., %): 422[M*] (100), 362
(3), 344 (1), 251 (59), 223 (15), 171 (51), 117 (38),
89 (32), 45 (30).

AMP 'H crmexrp: 8=2.41-2.48 (m, 1H, H-9°),
2.66—2.89 (M, 4H, H-9°, H-12°, Bz-CH,), 3.14—
3.29 (m, 3H, H-12°, H-14), 3.40—3.72 (m, 13H,
H-2, H-3, H-5, H-6, H-8, H-11, H-15), 3.86 (c,
3H, OCH,), 7.18 (m, 1H, H-3"), 7.27, 7.42 (2r,
2H, H-6, H-7), 7.68 (n, 2H, H-4, H-5"), 8.08 (x,
1H, H-8).

AMP BC cnextp: 29.12 (C,,), 30.36 (C,), 31.69
(Cp,.crp)» 38.68 (C,,), 46.24 (C,,), 55.89 (C,,.), 69.60
(C,), 69.79 (C,), 70.48 (C,), 70.52 (C,), 71.48 (C,y),
71.52 (Cy), 112.70 (C,), 120.42 (C,), 122.62 (C,),
123.14 (Cy), 125.76 (C,), 127.78 (C,), 128.04 (C,),
128.66 (C,,), 132.76 (C,), 154.62 (C,).
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OXATHIACROWN-ETHERS BASED ON 2-ALLYLANISOLE AND

1-ALLYLNEROLIN

N.A. Rezekina, E.V. Rakhmanov, E.V. Lukovskaya, A.A. Bobylyova, V.A. Chertkov,
0.V. Kostyuchenko, A. A. Abramov, A.V. Anisimov

(Division of Petroleum and Organic Catalysis, Division of Radiochemistry)

12- and 15-Membered substituted dioxathiacrown ethers: 8-[(2-methoxy-1-naphthyl)-
methyl]-1,4-dioxa-7,10-dithiacyclododecane, 11-[(2- methoxy-1-naphthyl)-methyl]-
1,4,7-trioxa-10,13-dithiacyclopenthadecane and 11-[(2-methoxyphenyl)methyl]-
1,4,7-trioxa-10,13- dithiacyclopenthadecane were synthesized by reaction of 1-(2,3-
ditosyloxypropyl)-anisole and 1-(2,3-dibrompropyl)-2-methoxynaphthalene with
1,8-dimercapto-3,6-dioctane and 1,11-dimercapto-3,6,9-trioxaundecane. Extraction
ability was defined to Ag (I) and Cd (II) cations for the first compound.



