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9. 0. Yyxamksan®, A. A. Xauarpsin, A. P. l'eBopksn, I'. A. [lanocsin®

MOBEJEHUE JUXJTOPUJIOB n-BUC{3-[N-(3-XJIOPBY TEH-2-I.T)-
NUPPOJIHIMHUO(MUITEPHIUHHO UK MOPOOTMHHO)]-
MPONUH-1-WI}BEH30.JIA B BOJHO-IIEJOYHOI CPEJE

Huxmopunst  n-6mc {3-[N-(3-x10p0yTeH-2-11) TUPPOTUANHUO (TUTIEPUITHAO  WITH
MopdoauHuo) JuponuH-1-mi}06eH3ona B BOMHO-IIEIOYHOM Cpele  IMOABEPTaroOTCS
IOBYKPAaTHOH peaklud JIerHAPOXJIOPHUPOBAHUSA—LMKIN3AUNK, 00pasys JUXJIOPHIbI
0eH30[5,6-a:5',6'-c]ouc(2,2-TeTpaMeTUIICH- WK 2,2-NIeHTaMeTHIICH-4-
METWIN30MHAONN- HUs) H  OeHso[5,6-a:5',6'-c]onccnmnpo(4-MeTHIM30MHI0MNH-2,4'-
MOpGhOITHHHAS).

KaroueBnie cioBa: OeH30[5,6-a:5',6'-c|onccnupo(4-MeTrmmn3onHa0IuH-2,4'-Mopdo-
TuHAA), n-6uc(3-MopdoaHOTIpOHH-1-111)0eH301, AUXITOpUAbl OeH3o[5,6-a:5',6'-c]omc-
(2,2-nenTameTHieH-4-METHIIM30MHIOIMHNS), auxjopuasl  7n-0mc{3-[N-(3-xmopOyTeH-2-
WI)-  NUPPOJUAUHHUO(IUIEPUIMHUO  WIM  MOPQOIMHHO)|IponuH- 1 -1} 6eH3ona,
JIBYKpaTHas peaKiyis IeruApOoXJIOPHPOBAHHUI—IUKIIU3ALINH.

Panee Obu10 mOKa3aHO, YTO AETHAPOXIOPUPOBAHUE—LIUKIA3ALUS JUATIKII-
(3-xn0pOyTen-2-mn)(3-o-Ha THINPONAPTHI ) AMMOHHUEBBIX COJNEH IMPHUBOAUT K
00pa30BaHUIO XIOPUAOB 2,2-muankui-4-metniHadr[fjusonanonuans [1].

C 1enpi0 MOJMYYEHUS HOBOTO psiia a30THCTBHIX I'€TEPOLHMKIIOB C (eHaHTpe-
HOBBIM (PparMEHTOM HaMH HM3Y4YEHO IMOBEICHHE NUXJIOpUAoB n-0mc{3-[N-(3-
XJIOpOYTEH-2 -1 TP POTHIUHUO(TUIIEPUANHIO, MOpP(OIMHNO) |IponuH-1-1} -
ocnsona (1a), (1b), (1¢), COOTBETCTBEHHO, ITO OTHOIIICHHUIO K BOJTHOH IIIETIOYH.

Hns oOpa3oBaHus KOHEYHBIX NPOLYKTOB PEaKIMU BO3MOXKHBI IBa IyTH,
pasInyaroInecs: 04epeIHOCThIO CTAANH UKIN3ANN U ACTHAPOXJIOPUPOBAHUS.
ITo mytn A nCXOIHBIE COJM CHadana JETHAPOXJIOPHUPYIOTCS, 3aT€M HPOIYKTHI
JETHUIPOXIOPUPOBAHUS — TUXJIOPUIBI n-0uc{3-[N-(Oy THH-2-HI ) TUPP OJIU TUHHAO-
(munepunmaNO, MOpdonnHuo) JnponuH- 1 -un} 6enzona (2a), (2b), (2¢), cooTBeT-
CTBEHHO, LMKIM3YIOTCSi B coenuHeHus 3a—c. [lo mytm B muxnuzanms
NpeAIecTBYeT AeruaApoxjopupoBaHuio. C Ienbio BBIABICHUS MOCIENOBa-
TEJIBHOCTH YKa3aHHBIX BBILIEC PEakUid HaMH W3yY€HO B3aUMOJCHCTBHE CONEH
la—c ¢ TpeXKpaTHBIM MOJIbHBIM KOJIMYECTBOM BOJHOH IIEJI0YM ITPH KOMHATHOM
TeMIeparype.

VYCTaHOBICHO, YTO NPH CTOSHUU PEAKIMOHHOM CMecH MNpU KOMHATHOM
temneparype (22-23 °C) B teuenue 46—48 1 u3 coneii la—c obpazyrorcs 1.9,
1.86 u 1.83 MOJp HOHHOrO TajoreHa Ha 1 MOJb HCXOZHOH COJIH
COOTBETCTBEHHO. ClielyeT OTMETHUTD, YTO B 3THX YCIOBHSAX 00pasyercs cMmech
coeiMHeHNH 3a—¢ ¢ MPOAYKTaMH ACTHAPOXJIOPUPOBAHUS 2a—C, HE YCIEBIIUMHU
MOJIBEPTHYThCS IUKJIU3AIMH, C OOIUMH BhIxofgamu 69—72 %.
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ITo mamaeiM TCX m MK cnexTpoB B cMecH NpeoOJIamaroT COJd 2a—C.
Ha mpumepe cmecu coinetr 2b,¢ u 3b,c mokaszano, uto npu godasneann 0.4 SKB.
BOJIHOM 1I€J104YM Ha 1 MOJIb cMecH coJiel 1 BbIAEP)KMBAHUM PEaKIIMOHHON cMecH
[IpY KOMHATHOM TeMmmeparype B TEUEHHE 3 CyT U MOCIEAYIOIIEM HAarpeBaHUU
npu 80-85 °C B Teuenne 3—4 u conu 2b,c MONMHOCTHIO LHMKIU3YIOTCS.
[TonyyeHHsle naHHBIE CBUIETENBCTBYIOT, YTO IETHUAPOXJIOPU- POBAHHE COJEH
la—c¢ aHAJIOTMYHO NETUAPOXJIOPUPOBAHUIO 3-apUIIIPONAPTUIIbHBIX coieil [1, 2] u
MPEALIECTBYET [UKIN3ALHUU.

Cnengyer OTMETUTh, YTO LUKIWYECKUE conu 3b,c momyyaroTcsi ¢ BBIXOJaMU
62, 64%, COOTBETCTBEHHO, MpPH HEMOCPEICTBEHHOM HArpeBaHUU HCXOJHBIX
coneii 1b,c mpu 80-85 °C B Tteuenne 6—7 4. Bce NONBITKM TOTYYUTH
COOTBETCTBYIOIIUN MPOAYKT ACTUAPOXJIOPUPOBAHUS—IIUKIN3aUMU conu la
HE YBeHYAUCh ycnexoMm. Hapsmy ¢ nukiaudeckumu comsimu 3b,c  ObUIH
MOJIy4EeHBI TAK)KE COJIM TEMHOTO I[BETa, KOTOPBIE XOPOIIIO PACTBOPSIOTCS B BOJIE
¥ B COHPTE, OJHAKO HaM HE YJAJIOCh HMX HISHTHU(QHUIMpoBaTh. HeoOxommmo
OTMETHUTh, YTO B OTIMYME OT APYIHX 3-apMIINpPONapriiIbHBIX aHajoros [1, 2]
KaK MpU KOMHATHOM TeMIiepaType, TaKk U MPU HEMOCPEACTBEHHOM HArpeBaHUU
B BOJIHO-IIEJIOYHOM cpejie, TOIbKO coilb 1¢ TojBepraeTcs Takke HyKIeOo(HIIb-
HOMY OTHICIJICHHIO, 00pasys n-ouc(3-mopdomuHonponus-1-mwn)den3on ¢ 12%
BBIX0/IOM. BUHMIAIIETHIICH U XJIOPOIIPEeH 00HAPYKEHBI KAUECTBCHHO.

B UK cnektpax cmecu comeil 2a—¢ u 3b,c OTCYTCTBYIOT IIOJIOCHI
MIOTJIOIICHHUSA, XapaKTepHbIe IS JBY3aMEUICHHOW ABOMHON cBs3u mpu 1650,
1670 cM'. B To %e BpeMsi HHTGHCHBHOCTD TIOJIOCHI JM3aMEIICHHOM aleThIIe-
HOBOI1 CBSI3U YCUJIMBAETCS 110 CPABHEHUIO C HCXOAHBIMU cojisiMu 1a—c.

B UK cnekrpax UMKIWYECKUX cojieil 3b,c OTCYTCTBYIOT MOJIOCHI IMOTJIO-
LIEHUS, XapaKTEepHbIE I JBY3aMEIICHHON ABOWHOMN, TPOMHOU CBA3EU U p-
3aMEIICHHOTO OCH30JIBHOTO Kouyiblia mpu 1650-1680, 2230-2240, 840 Y
COOTBETCTBEHHO, HAOIIOJaeMbIX B criekTpax cosied 1b,c u 2b,c. OGHapyskeHbI
MoJIoCkl  morjiomenust  1,2,3,4-TeTpazaMeIieHHOr0 W IMEHTa3aMEIIEHHOro
Oen3onpHBIX Konen npu 730-780, 800-830 u 870-890 CM ', COOTBETCTBEHHO,
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XapakTepHble s coyieil 3b,c, U MOJMOCH apomMarudeckoro Kojbia mpu 1580,
1600, 3040, 3060 cm .

CTpyKTypa HIMKINYEeCKHUX cojiei 3b,c moaTBepxaeHa TakKe CIeKTPabHBIMU
metonamu SIMP 'H u "C. CrekTphl yKa3aHHBIX BBIIIE COEJMHEHHH XOPOIIO
COTJIaCYIOTCS C TIPEUIOKEHHBIMU CTPYKTYpaMH.

SKCHEPUMEHTAJIBHAA YACTb

UK crnexrpsl cHuManuch Ha criektpomerpe UR-20 B tabnerkax KBr mim B Base-
mHOBOM Macie. TCX comeir 3b,c Bemondena Ha miactuHkax Silufol UV-254,
B CHCTEeMe H-OyTaHOJI—3TaHOJI—BOJa—yKCycHast kucnoTa, 8:2:3:1. IlposiBneHne mapamu
nona. Criextpsl SIMP 'H u "°C nomyuens! Ha cnekrpomerpe Gupmsi Varian Mercury-
300 (300 m 75 MI'm coorBercTBenHO) Tipn Temmeparype 30 °C (303 K) 8 AMCO,
BHyTpeHHHH crtamapt TMC. CoctaB TMONyYeHHBIX COCIMHEHWH yCTAHOBJICH
9JIEMEHTHBIM aHAJIHU30M.

Cunre3 ucxogHbIx cojeii la—c (oOmas merommka). K pactBopy 10 mMmomnb
COOTBETCTBYIOIIUX AMHUHOB — 1-0Hc(3-MUPPOIHINHONPONHH- | -mm)6en3ona [4], n-Ouc-
(3-nunepuauHonponuH-1-mn)oensona [4] wmm  n-Ouc(3-mopdonuHonpONKH-1-1)-
6enszona [3] — B 10 mur abcomoTHOTO O€H3071a M 5 MJT alleTOHUTPHIIA NPUOABIISIOT IPU
KOMHATHOW TemIiepatype 3-KpaTHOE MOJBHOEe KonndecTBo 1,3-muxiop-2-OyTeHa.
Yepe3 3 aHA (QUIBTPOBAHHMEM BBIICISIOT COMM 1a—C W MPOMBIBAIOT a0COIIOTHBIM
oensonom (2 x 10 mur).

Jduxyaopun n-o6uc{[N-(3-xa0p0yTeH-2-win)nuppouanuuo]|nponun-1-uia}éenzona
(1a). Beixon 97%, 1. . 109—110 °C (abc. EtOH). UK crekp, v, oM ': 840, 870, 1580,
1650, 2240, 3060. Haiigeno, %: C126.58; N 5.35. C,3H34CI4N,. Boruncieno, %: Cl 26.20;
N5.17.

Juxaopun n-ouc{[N-(3-x10p0yTeH-2-na)nunepuiuHno|nponun-1-na}oensona
(1b). Beixox 97%, 1. 1. 220 °C (abc. EtOH). UK cnekrtp, v, em b 840, 875, 1600, 1670,
2250, 3050. Haitneno, %: Cl 25.26; N 5.17. C30H4CI4N,. Boerurcneno, %: CI 24.91; N
491.

Jduxygopun  n-6uc{[N-(3-xj0p0yTeH-2-un)mopdoannuo]nponun-1-ui}éenzona
(1c). Beixon 97%, 1. mn. 165 °C (abc. EtOH). UK cnektp, v, oM 825, 840, 1580,
1600, 1660, 2240, 3030, 3060. Haiineno, %: Cl 25.10; N 5.13. CyH36CLuN,0,.
Breraucneno, %: Cl124.74; N 4.88.

Monyyenue nukandeckux coteii 3 a—c (obmwas meronuka). A (Ipd KOMHATHOW
temnepatype). K pactBopy 3.7 MMonb cooTBeTcTByOmEeH comu la—¢ B 3 MII BOABI
npubasisror 3.7 ma 3 H. pactBopa KOH (MomsipHOE COOTHOIIIEHHE COb—OCHOBAHHUE,
1:3). Ilocne cTosHus npu KOMHATHOW TeMmIepaType B TedeHue 72—74 4 TUTpOBaHUEM
ycTaHoBIIeHO oOpa3oBanue 1.9, 1.86, 1.83 Moib MOHHOTO TajoreHa Ha 1 MOJIb B3SITOM
COJIM COOTBETCTBEHHO. 3aTeM PEAKIMOHHYIO CMECh AKCTPAarupyroT 6erszonoM (2 x 30 mi).
B skcTpakTe mums B ciryyae cosd 1¢ TUTpoBaHHeM OOHapyskeHo Haimnuue 12% amuHa.
BenzonpHeI 3KCTpakT oOpadarsiBatoT 15% BomubiM pactBopom HCI mo kmcnoi
peaxiyy, MoImeTaYuBaHueM coystHOKucTIoro ciost 20% BogabM pactBopoM NaOH u
MOCNIEAYIOIIeH AKCTpaKUued OEH30J0M BBIIENSIOT n-0uc(3-MopdoIrHOIPONUH-1-
n1)0eH30/1, KOTOPBIH HE JaeT AENpPEeccHd T. IUI. C M3BECTHBIM oOpasnom [3]. 3atem
OCTaBILIYIOCS TOCJE AKCTPAKIUK OCH30JI0M PEaKIMOHHYIO CMeCh HOAKHCIAIOT 15%
BogubIM pactBopoM HCl um ymapuBaioT B Bakyyme gocyxa. OCTaTOK 3KCTParupyror
a0COJIIOTHBIM 3TAHOJIOM, 3aTE€M M3 CIIUPTOBOTO SKCTPAKTa BHICA)KUBAIOT a0COJIIOTHBIM
a¢pupom cmech (~2.5-3.5 Mmoib, o0muit Bexon ~69—72%) coneit 2a—¢ u 3a—c. danee
K pacTBOpy 3 MMonb cMecu coieit 2b, 3b u 3.5 mmons cMmecu coneit 2¢, 3¢ B 2-3 M
Boxsl npubasmsitor 0.4 mu (0.5 mi) 3 H. pactBopa KOH (mounsipHOE cooTHoIIEeHHE
COITb—OCHOBaHMeE, 2.5:1) cooTBeTcTBeHHO. [lomydeHHyI0 cMech HarpeBaroT 4—5 4 mpu 80—
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85 °C, mpuuem cosn 2b,¢ MMOTHOCTHIO TTOIBEPTArOTCS [UKIM3AINH, JaBas coiu 3b,c.

b (mipu 80-85 °C). K pactBopy 3—4 mmomnb conu 1a—¢ B 3—4 mu1 Bozbl IpUOaBIISIOT
3-4 mn 3 H. pactBopa KOH (MonsipHOE COOTHOIIEHHE CONb—OCHOBaHWE, 1:3).
Peakmmonnyro cmech HarpeBaioT B TeueHme 6—7 4 mpu 80-85 °C. TurpoBanmem
ycTaHOBJIeHO oOpa3oBanue 1.92, 1.85, 1.88 Mosib HOHHOTO TajOreHa Ha 1 MOJIb B3STOM
COJIM COOTBETCTBEHHO. 3aTeM PEaKIIMOHHYI0 CMECh AKCTPArupyroT Oer3omoM (2 x 30 mi).
B skctpakte Tonbko B ciiydae conu 1¢ ycTaHoBiieHO Hanmwuue 12% amuna. OOBIYHOM
00paboTKOM OEH30JIBHOTO JKCTpakTa (CM. METOAWKY A) BbLAEIAOT n-Ouc(3-Mop-
¢domurONpOoTMH- 1 -Mmm)6en3on [3]. Tlocme cTosSHMA TpHM KOMHATHOM TeMIIeparype
B T€UCHHE 2-3 Y U3 PEaKIUOHHOHW CMeCH (QWIBTPOBAHHEM BBIJEISIOT YacTh
LUKJIMYecKuX coied 3b,c. 3arem MaTouHBI pacTBOp oOpadatbiBaroT 15% BOAHBIM
pactBopom HCI mo xucioil peaknyu ¥ ymapuBalOT B BaKyyMe PacTBOPHUTENb TOCYXa.
N3 octatka aOCOJIOTHBIM 3TAHOJOM 3KCTPArdpyrOT OCTABINYIOCS 4acTh cojieir 3b,c.
[MocnenHue BBIACNSAIOT W3 CHUPTOBOTO pacTBOpa (MIBTPOBAHHEM IIPH OXJIAXKICHUH
(-3 — =5 °C). "3 maTogHOTO pacTBOpa aOCOTIOTHBIM 3(PHPOM BBICAKHBAIOT TAKKE CONU
TEMHOTO I[BETa, KOTOPbIE HE YAAIOCh UICHTU(DHIIUPOBATS.

Crenyer OTMETHTB, YTO B Cilydae COJM la HM 1O OJHOM M3 JABYX METOAWK HE
YAaJOCh BBIACTUTH W HIACHTUQHUIMPOBATH  COOTBETCTBYIOMIMHA  ITMKIMYCCKUH
MPOIYKT 3a.

Huxaopun 0eH30[S5,6-a:5',6'-c]ouc|[2,2-neHTaMeTHIIEH-4-Me THIM3OMH/IOTUHEA |
(3b). Brxon 62%, ne miaBurcs, Beime 250 °C obyrmuBaercs. UK ciexrp, v, em 1 730,
780, 870, 1600, 3050. Cnektp SAMP 'H, §, M. 1. (/, Tm): 1.67 (4H, m. kB, J= 6.0,
N(CH,),CH,); 1.88-2.08 (8H, m, NCH,CH,); 2.48 (6H, ¢, CH;); 3.63 u 3.73 (4H, T,
J=5.6,NCH,); 5.18 (4H, c, 1-u 1'-CH,); 4.97u 5.24 2H, n, J = 14.9, 3- u 3'-CH,);
7.74 (2H, ¢, Ar CH); 7.85 (2H, ym. ¢, 7- u 7'-Ar CH). Cnextp IMP "C, §, m. 1.: 19.90
(4- m 4'-CH3;); 20.56 (N(CH,;),CH,); 20.80 (NCH,CH,); 60.60 (NCH,); 66.34 (3- u 3'-CH,);
66.93 (1- u 1'-CH,); 119.51, 126.89, 129.39, 131.09, 131.48, 132.03 u 134.13 (Ar-C).
Haiineno, %: Cl 14.59; N 5.43. C3yH33C1,N,. Beruucaeno, %: Cl 14.29; N 5.63.

Juxyiopun  6en3o|5,6-a;5',6'-c]onccnupo[4-mernimm3onnaomH-2,4'-Mopdou- Hus|
(3¢). Bexoz 61%, ue mmaButcs, Beime 250 °C obyrmBaercs. MK crextp, v, em b 730, 770,
810, 870, 1570, 1600, 3040, 3060. Criextp SIMP 'H, &, m. 1. (J, Tn): 2.49 (6H, ¢, CH;); 3.74 u
3.83 (4H, T, /= 4.8, OCH,); 3.99-4.18 (8H, M, NCH,); 5.31 (4H, c, 1- u 1'-CH,); 5.12 n 5.39
(2H, o, J=14.8, 3- u 3'-CH,); 7.75 (2H, c, Ar CH); 7.87 (2H, ym. ¢, 7- u 7'-Ar CH). Crrextp
SAMP C, 8, m. 1.: 20.00 (4- n 4-CHs); 59.36 (OCH,); 59.52 (OCH,); 61.50 (NCH,); 66.32 (3-
u 3'-CH,); 67.36 (1- u 1'-CHy); 119.52, 126.89, 129.37, 131.05, 131.14, 131.65 u 134.15 (Ar—
C). Haiineno, %: Cl 14.45; N 5.84. CysH34,CLN,O,. Bermmucieno, %: Cl 14.17; N 5.59.
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