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A. JI. I'pedenmok, JL B. 3oroBa, A. K. Tammyxamenosa

CYJIb®UPOBAHHUE BEH30KPAYH-O®HUPOB
CYJIb®ATOM KAJIMSA B HOJM®OCPOPHOU KWICJIOTE

PaspaboTan HOBBIM MeTOX CyMbOUPOBaHME OeH30KPayH-3GUPOB CyibHarom
xanusd B nomidoctopHoH KHCIOTe. Peakllvy HAyT CAMOMPOU3BONBHO C BEICOKHMEA
BBIXOaMH CYIHQOKHCIOT.

Kirouepnie criosa: Oersokpayn-sdupsl, nonubochopras kucnota, cyasdar
KaJTsl, CyJIb(pHpPOBAHIE.

Cyneduposanue OeH30KpayH->QHpPOB Mano u3yueHo. Brepeole cCymbbu-
posaHue mubeH30-18-kpayH-6 (JIb18K6) mporeneno IlemepceroM medcTBUEM
CEpHOH KHCIIOTHl B CMeCH XJIOpO(hOpM—IieNiTHas YKCYCHas KUCIOTa—yKCYCHbIM
anruapun [1]. Jubemzo-18-kpayn-6-aucynpdoxucnora Obiia MOMyYeHa B BHIE
rugpata. CymegupoparmeM OeHz0-15-xpayH-5 (B15K5) xoHneHTpHpOBaHHOM
CEPHOM KHMCNOTOH BBIICIEHA HaTprepas coib OeHzo-15-kpayH-5-CymbdOKHCIOTEL
[2]. Ommcano cynphoxaopupoBasre OCH30KpayH-2hHUPOB XIOPCYNIHLGOHOBON Ki-
cimoToi [3]. _

Ilpogomxkas wu3ydyeHHe OSIEKTPOQMIBHBIX peakimii OeH30KpayH-3¢HpPOR
(BK3D) B mommdocdopuoii kucnore (IIOK) [4] w wucnonmbsys B KauecTBe
HACTOYHMKOB 3JIEKTPOMIIBHBIX PEAarcHTOB aHWOHBI PA3IMYHBIX COJNEH, Mbi
npoeenu cynbguposanue bBKD cymsdarom kamus B [IOK mo metomy [5] u
paspaboTaiu HOBEIM crocod momydeHHS CYIBGOKHCIOT OEeH30KpayH-3QHPOB.

. OTa peakiya 6eH30KpayH-3QHPOB OTIHYACTC OT MOAOOHON PeaKIpy MPOCTHIX

apoMaTMdecKNX COeNuHeHHH. B ycmoBmsax [S] mpw MOTBHOM COOTHOINCHHMU
BK3:K,S0, 2:1 u temueparype 130 °C B peakupu ¢ [[B18K6 mpoucxomusio
ocmonenwe, a rpu 100-115 °C smecto cynbhona nonyuanace 4'-aubenzo-18-
kpayH-0-cynppoxruciora (1). ITokazaHo, 4TO peakimsa WIET U NPH SKBHMOJIb-
HOM COOTHOIIECHUM PEarcHTOB M HE TONBKO IIPY HATPEBAHWH, HO H HPH KOM-
HaTHOHM Temueparype. Bce mzydennple BKD ¢ u30biTkOM cymabbarta Kamus
pearupyroT KONHYECTBEHHO, PEaKIHsA COMPOBOKAACTCS BBIACICHHEM Terlia.
Cynpdorpymma BetynaeT B noiokenue 4" Mmouo-bKD u B monoxenns nu-bK3
4'4" w/umm 4',5". CtpoeHuie NONYYEeHHBIX CYIHGOKHCIOT AOKA3aHO XHMHYe-
CKHUMH ¥ CTIGKTPATHHBIMHI METONAMH. '

OTHOCHTE/IFHYIO PeakIHOHHYIO ciocoOHOCTE BKD olleHnBATH O BpeMEeHH
rcye3HoBeHH #cxonHoro BKD u3 peaxipomHo# cMmecn ¢ momompio TCX.
B15K5 oxasancs B mBa pa3a akTtuBHee, dem b12K4, a JIB18K6— B 1.5 paza
axTuBHee, deM JIb24K8. Takum o6pazom, HECMOTpPS Ha CTPYKTYPHOE CXOICTBO
U3YYEHHBIX COCAMHEHHMH, OCH30JIBHBIE SNpa B HHUX NPOSBISIOT PaITHIHYIO
PEaKIIHOHHYIO CIIOCOOHOCTD B 3aBHCHMOCTH OT pa3Mepa MaKpOIHKIA.

ponyktamu cynedupoBanus JB18K6 smugroTcs 4'-cynnpgoxuciora 1 u
4'.4" (5")-mucymedoxuciora 2. Morocynsgokucnora 1, mioxoe pacTBopmMas B
BOJIe, BBIIajana U3 KHCJIOr0 PacTBOpa Hocie pa30aBieH s PeakIHOHHON cMecH
Bojofi. OummenHas IepeKkpUcTAINM3anFed W3 3TUJOBOrO CHHPTa, OHAa He
JaBaja Ka4yeCTBEHHON peaklWM Ha Kanuil w mwasmiack upu 192-198 °C.
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Hucynedokuciora 2 mnpenacramsia coboii  Oeloe  KpHCTAUIMHECKOE
BEIIECTBO, XOPOIIO pacTBOpUMOE B BOAe; Iocine OOpaGOTKH - STHIIOBBIM
crproM, monkucnaeHHsiM HCLl, oma miasmmace mpu 248-252 °C. Taxas
00paboTka TponyKTa CyTb(GHUPOBaHMA MONKWUCICHHBIM CIMPTOM HeobXomuma
I OCaKACHHA KATHOHOB HAaTpWsi H KaiHd, KOTOpBIC 3aXBaTHIBAIOTCS
IPOAYKTOM M3 peareHTa M CONBL WCIOMB3yeMOM IS  YaCTHYHOH
HeWTpalu3alul Kucjoro pacTBopa. Bomueld pacTtBop IucyabGOKHCIOTH 2
HMEJT KHUCITYFO PeakIuro U akTUBHO BeiAesui CO, u3 kapboraTos. TTomyaeHHbIH
u3 Hee aucymbpoxiopun 3 mpeppamanw B muamun 4 u mumopdomumn S.
Hponyxr cynsdpuposanma [1b24K8 6 rarxe npencransan coboift Gemoe
KpUCTAIUIMIECKOE BEIECTBO, KOTOpoe mocie o0paboTKH TIOJKHUCISHHBIM
criproM Imiasminocsk mpu 197-203 °C. Ero BOmHBIA pacTBOP HMEN KMCIYIO
peaxupno ¥ Beiaessu1 CO; U3 kap6oHaTOB.
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XapaKkTepUCTHKH CHHTe3UPOBAHHBLIX COEAUHEHMIT

GCAOI; BpyTTo Hatieno S, % T. o Bar-
- - .., 1
Ho- bopuya Boianonero S, % oc Crextpst IMP 'H, 8, m. a., KCCB, J (Tu) Jlur. X;ﬂ,
Hue ¢
1 CyoH24008 6.9 192-198 | 7.18 (1H, n, J = 6, ArH(5"); 7.13 (1H, 1, J = 2, ArH(3"),; 6.92 (4H, ¢, ArH(3",4", 5",6")); 87
7.3 6.87 (1H, 1, J = 6, ArH(6"); 3.96-4.39 (8H, M, a-OCHy,); 3.68-3.96 (8H, m, B-OCH,)*
2 CyoH2401,8,* 2H,0 248-252 | 7.49 (21, &, J = 8.6, ArH(5',5"(4")); 7.40 (2H, ¢, ArH(3',3"(6"))); 7.08 2H, n. &, 'V =8,% =2, [1] 100
ArH(6',6"(3")); 4.02-4.40 (8H, M, 0-OCH,); 3.70-4.02 (8H, M, B-OCH,)**
3 CyoH2ClLO0 S, 155~160 [31 37
4 CaoH2sN;019S2 242-250 3] 25
5 CpgH3sN,O1,S, 112-114 40
6 CyH3,0148y 2H,0 9.2 197-203 | 7.50(2H, n, J = 7.5, ArH(5', 5"(4")); 7.46 2H, ¢, ArH(3',3"(6"))); 7.10 (2H, n, J =17.5, 80
9.9 ArH(6',6"(3"))); 4.10-4.45 (8H, m, 0-OCH,); 3.87-4.10 (8H, m, B-OCH,); 3.85 (8H, c,
a-OCH,)* :
7 C4Hs03SNa- H,0 253-256 | 7.54 (1H, 1. 1, 'J = 8, %) = 2, ActH(5)); 7.45 (1H, ¢, ArtH(3")); 7.14 (1H, &, J = 8, ArH(6"); - [2,6] | 91
4.10-4.38 (4H, M, 0-OCH,); 3.86-4.00 (4H, M, B-OCH,); 3.76 (8H, ¢, y- n 3-OCH2)*?
8 C4HyClO,S 72-77 [2] 25
9 C3gHzNOgS 134-136 | 7.27 (1H, 8. &, 'V =8,% =2, AcH(5")); 7.13 (1H, &, J = 2, ArH(3)): 6.88 (1H, o, J="17, AtH(6"); 30
3.99-4.20 (4H, v, 0-OCH,); 3.76-3.99 (4H, M, B~-OCH,); 3.69 (8H, ¢, y- u 8-OCH,); 2.80-2.98
(8H’ M, CHZ)*3
10 CpH,s04Na- H,O 8.6 271-272 | 7.6 (1H, ¢, AtH(3Y); 7.55 (1H, o 1, 'V = 7.5, = 2.5, ArH(5Y); 7.28 (1H, 1, J = 7.5, ArH(6%); 76
9.3 4.27-4.45 (4H, m, -OCH,); 3.82-4.00 (4H, m , B-OCH,); 3.77 (4H, ¢, y-OCH,)**

* Crekrp caar B IMCO-dg,.

*2 B D,0.
** B CDCl,.




Iponmyxr cynsduposanmnst B15KS mo u mocie o6pabOTKM MOAKMUCIICHHBIM
cnrproM He Boyrerst CO, M3 BOJHOIO PacTBOpa COMBI M €r0 BOAHBIA pacTBOp
uven pH 5-6. Ilpu MeaneHHOM KpHCTAIM3ALMH M3 3THIOBOIO CIMpTa
BBIMTA/Ja/IA XOPOIIO 06pa3OBaHHble KpucTawnbl (T. Wi 253-256 °C), amamus
goToperx MetogoM PCA [6] mokasai, 4To NOXyYeHHOE BEIECTBO MPEACTABIICT
co60ii MOHOTHpAT HATPHEBOM comy 4'-0eH30-15-KkpayH-5-CymbPOKUCIOTH (7).
JiBe MoONeKyibl 3TOH COMM B KpPHCTA/UIE B3aHMHO KOODIMHHPOBAHLI TAKAM
o6paszoM, 9To IMOJI(UPHAS YaCTh KaXKIOHW MOJIEKYJbI CIIYKHT JIATAHIOM JUIL
KaTHOHA HATpHsA Apyrod Monekynsl. VIOHBI HAaTpHs pacIonaraioTcs B LEHTPE
MAKpOIMKIA M KOOPHUHHPYIOTCS BCEMH aTOMaMd KHMCJIOpOAda MaKpOLMKIIA
OIHOM MOJIEKYJIHI CYIIbGOKHUCIOTE M aTOMOM KHciopoaa rpymnsl SO;~ apyroi
MOJIEKYJIbL DTOT MPOAYKT HE TOKAECTBEH CONH, ONICaHHOH B pabote [2], T. mi.
kotopoii >280 °C. TlomywenHbili W3 KHCIOTH 7 cyabhoxiopun 8 naiee
npeppammaiy B Mopdommg 9:

( 0/73 K,50, ( 0/2 s0, Na,CO,
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Npomykr cynsduposanus b12K4 no u mocne o6paboTKH HOAKUCIEHHBIM
CITUPTOM MMEN HEUTPAIBHYIO PeaKIHIo BOJAHOIO pacTBopa, He Bhiaenl CO, u3
xapboHaTOB ¥ IwIaBmiIcs ipu 271-272 °C.

[o maHusIM 3JIEMEHTHOrO aHANH3a, OH SIBIISSTCS MOHOTHAPATOM HATPHUEBOM
comd 4'-6en30-12-kpayH-4-cynbPokucaoTs (10).
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IKCIIEPUMEHTAJBHAAL YACTDH

Crextper AMP 'H cusrsr Ha mpubope BS-567 Tesla, BHyTpemmmit crammapr [MJIC.
Aranmassl mpoBeneHs! Ha anamazaTope ¢upmel Carlo-Erba EA-1108. Tma TCX mcrons3oBaiu
OKCHJ aTIOMUHHS MapKH "I Xxpomarorpabuu”.

O6masi Meroauka cyJibuposaunst GenzoxpayH-3dupos cyrbdparom xamua B IOK.
Cmecs BKD u K;SO, pacrupator u nobasmsor k IIOK nopr dHEprHTHOM NEepEeMEITMBAHKH.
Hcnonsayror caenyiomue cootromenns pearcitoB BKO:K,S0, (Mons) 1 BKO:IIPK (Bec.): mma
nosydenns coemuuenns 1 —1:1u 11 10; st monywerus aucymsdokucnor 2u6—1:4 1 1:20;
s nonygerus cynsdoxkucnor 7u10—1:2u1: 10.

PeakiuoHHas cMech pasorpesaercs xo 40-50 °C, u peaxivis 3akarqnsaercs B Tedenne 1.5-4 4.
Xox peaxuny kourposmpyroT TCX (rexcas—aneros, 2:1). OxoHYaHEHE PEaKIUM OIPEAEIIIIOT [0
wcuesHoBenmo ucxoxanoro BKD. Peaknuommyio cMech pa30aBIsFOT BOXOH. BrmaBmmii mioxo
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PacTBOPUMEIA B BOJE OCAZOK CyNB(POKMCIOTH 1 OTOUNETPOBEBAIOT, TPOMBIBAIOT BOJOH H
[EPEKPUCTALTA30BRIBAIOT B3 3THIOBOTO CIHpTa. B caydae 00pa3soBaHust XOPOINO PACTBODUMBIX B
BOZE NPOAYKTOB Cynbupopanms 2, 6, 7 1 10 peaknmoHHYIO CMECH FaCTHYHO HEHTPATUIYIOT
KpUCTanmaeckoi cogoit go pH 2-3. Tlpu 5T0oM BEIIEIACTCS MAcko, KOTOPOE PACTBOPSIOT TIPH
HarpepaHuK B crmpre. Ocalok HEOPraHMYeCKHX cone#t oTdhmisTpossaror. [Ipn oxmaxaeHny
CHUPTOBBIX PACTBOPOB M3 HUX BBHIUANAIOT XOPOLIO 00pa3oBafHHbIC KPHCTAILIEL, KOTODPBIE HAIOT
IIOJIOKUTENBHYIO KaYeCTBECHHYK) DEakKIMI0 Ha KaTHOH HaTpus. ITosToMy NponykT peakimn
[ICPEKPUCTANIM30BLIBAIOT M3 CIHpTa, HackmneHHoro HCIL Ilmoxo pacTBOpuMBIl B ropsiem
copre NaCl ordunsrpossmaroT. Takyro 06paboTKy MOBTOPSIOT HECKONLKO pas. B Tabiuie
DPEBENEHBI XAPAKTEPHUCTHKY HONYIEHHBIX COCIUHEHIH.

4'-InbGenso-18-kpayn-6-cyapdoxucaora (1). T. mn 192-198 °C. Brixon 87%. Cmektp
SMP 'H (IMCO-dg), 8, m. 1., J (Tw): 7.18 (1B, 1, J = 6, ArH(5")); 7.13 (1H, 1, J = 2, AtH(3));
6.92 (4H, c, ArH(3",4",5",6")); 6.87 (1H, 1, J = 6, ArH(6"); 3.96-4.39 (8H, M, -OCH,); 3.68-3.96
(8H, M, B-OCH,).

4',4"(5")-Tubenso-18-xpayu-6-nucynsdoxucaora (2). T. mn. 248-252 °C. Bexon 100%.
Crmexrp SIMP 'H (D;0), §, m. x, J (Tu): 7.49 (2H, n, J = 8.6, ArH(5',5"(4"))); 7.40 (2H, c,
ArH(3'3"(6")); 7.08 (2H, 1. 1, 'J = 8, T = 2, ArH(6",6"(3"))); 4.02-4.40 (8H, m, 0-OCH,);
3.70-4.02 (8H, M, B-OCH,).

4',4",(5"")-Aubenso-24-kpayn-8-mucynbdoxuciora (6). T. mn. 197-203 °C. Bexon 80%.
Crextp SIMP 'H (D,0), 8, M. &, J (Tu): 7.50 (2H, x, J = 7.5, AtH(5',5"(4"))); 7.46 (2H, c,
ATH(3'3",(6")); 7.10 (2H, x, J = 7.5, ArH(6,6"(3")); 4.10-4.45 (8H, M, a-OCHy); 3.87-4.10
(8H, M, B-OCHy,); 3.85 (8H, c, y-OCH,).

4'-Ben3so-15-kpayn-5-cyasdoxucastii marpuit (7). T. mwr 253-256 °C. Bemon 91%.
Crnexrp SIMP 'H (D;0), &, m. ., J (Tm): 7.54 (1H, 1. x, 'J =8, %27 = 2, AtH(5"); 7.45 (1H, c,
ArH(3"); 7.14 (1H, z, J = 8, ArH(6"); 4.10-4.38 (4H, M, 0-OCH,); 3.86-4.00 (4H, M, B-OCH.,);
3.76 (8H, ¢, v- 1 8-OCHy,).

4'-Ben3o-12-kpayn-4-cyasdoxucnbiit garpwit (10). T. wr 271272 °C. Brxon 76%.
Crextp SIMP 'H (D,0), 8, m. 1., J (I'm): 7.6 (1H, ¢, ArH(3Y)); 7.55 (11, n. n, 7 =75, 37 = 2.5,
ArH(SY); 7.28 (1H, n, J = 7.5, AtH(6)); 4.27-4.45 (4H, M, o-OCH,); 3.82-4.00 (4H, M,
B-OCH,); 3.77 (4H, c, v-OCH,). )

4',4"(5")-/Inbenso-18-xpayn-6-mucyasdoxinopun (3) monydaoT mo meromy [2], T. ruLn
155-160 °C (amr. 158-163 °C). Brxon 37%.

4',4""(5"")-In6en3o-18-kpayn-6-qucyiandamun (4) nonygawor 1o merony [3], T. wr 242-250 °C
(mar. {3] 250 °C). Brxox 25%.

4',4"(5')-In6enso-18-xpayn-6-nucynaspomopdonna (5) monyqaror o merony [3], T. o
112~114 °C. Bexox 40%.

4'-Benzo-15-kpayn-5-cyabpdoxaopun (8) HOIydaloT aHATONHYHO COCIAMHCHWIO 3, T. ML
72-77 °C (mmr. [2] 78-82 °C). Brixox 25%.

4'-Ben3zo-15-kpayH-5-cyiabdomopdoaunn (9) moIydaroT aHATOIMYHO COCIUHEHMIO S5, T. UL
134-136 °C. Bexox 30%. Crexrp SIMP 'H (CDCly), 8, m. 1. J (I'): 7.27 (1H, . o, /=8, 2 =2,
ArH(3Y); 7.13 (18, o, J = 2.11, ArH(3)); 6.88 (1H, =z, J = 7, ArH(6)); 3.99—4.20 (4H, m,
0-OCH,): 3.76-3.99 (4H, M, B-OCH,); 3.69 (8H, ¢, 1 m 3-OCH,); 2.80 (8H, M, CH,).
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