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OCOBEHHOCTHU AJIKMJINPOBAHUSA 7-BPOM-3-T'MAPOKCH-
5-2'-XJIOP)®EHNJI-1,2-TUT'UAPO-3H-1,4-BEH3/IMA3EIINH-2-OHA
AJIKMWJITO3UJIIATAMU

Ilpu B3ammozeiictBuu 7-6poM-5-(2'-xi10p)dhenun-3-runpokcu-1,2-quruapo-3H-1,4-
OCH3MA3CNUH-2-0Ha C METWJI-, T€KCHI-, JOJACHII- U [CTHITO3UIATAMU MOJIY4CHBI
1-ankun-7-6pom-5-(2'-xnop)dpennn-1,2,4,5-rerparuapo-3H-1,4-6eH3anazenus-2,3- IHOHBI
u  1-ankun-7-6pom-3-ruapokcu-5-(2'-xmop)hennn-1,2-muruapo-3H-1,4-6eH3 quasenus-
2-oHbl. B ciyyae rekcuitoszmnara oOpasyercst TOJNBKO JHOH. [lpu ankuimpoBaHHU
METWJITO3MIIATOM 00pa3yeTcsi TOJNBKO 3-THAPOKCUIIPOU3BOAHOE. llokazaHo, 4To mpH
pH 14 l-netwn- u 1-moaenui-3-TUAPOKCUIIPOU3BOIHBIC IMOJHOCTHIO MPEBPAIIAIOTCS
B COOTBETCTBYIOIIIME JHMOHBL. MOJIEKYIsIpHas M KpUCTAJUIMUECKas CTPYKTypa COeIu-
HeHMi yctaHoBileHa MeTonoM PCA.

KaioueBnbie cioBa: 1,4-0eH3muas3enyH, MOJEKYSIpHAs W KPUCTAJUINYECKas CTPYK-
Typa, MPOTOTPOIHASI MUT DAL, CHHTE3.

[Ipomseognspie 1,2-muruapo-3H-1,4-6en3anazennaa oO0MagAIOT I[IEHHBIMH
(hapmakonornyeckumu cBoricTBamMu. Cpenyd HHX WIMPOKO W3BECTHHI TaKWe
mpermapaTsl Kak Jua3ernam, JiopasernaM, HUTpasenam, (heHaseram, Tuja3ernam
u ap. [1-3]. Panee HaMu OBUTO TTOKA3aHO BIUSHUE 3aMECTHUTEINSI B ITOJIOXKEHNN |
Ha TEOMETPHUYECKHE TMapaMeTpbl W IMPOTUBOCYAOPOXHBIE CBOicTBa 1,2-m1M-
runpo-3H-1,4-6en3nuazenun-2-0HOB [4].

B pasButne nccnemoBaHuid CBSI3U CTPYKTYPHI U CBOHCTB |-3aMeIIeHHBIX
1,2-guruapo-3H-1,4-0en3na3enH-2-0HOB B JIaHHOW paboTe HAMH H3y4eHO
ankmwmpoBanue 7-0pom-5-(2'-xstop)dernn-3-ruapokcu-1,2-muruapo-3H-1,4-6en3-
IUa3enuH-2-oHa (1) METHII-, TeKCHII-, MOACHWI- M ILEeTHITO3WIaTaMH B 0e3-
BOAHOM juokcaHe. [lpu ankunmpoBaHMM COEOUHEHHS 1 METHITO3WUIATOM
nosyden 7-0pom-1-metuin-3-ruapokcu-5-(2'-xmop)dpenni-1,2-muruapo-3H-1,4-
Oen3nasenuu-2-oH (4a), a B ciydae rekcuiarosmiara — 7-opom-1-rexcun-5-(2'-
xyop)enni-1,2,4,5-rerparuapo-3H-1,4-6eu3nuaszenun-2,3-1uon (3b). Askuu-
poBaHHMe coeAWHEHUs 1 MOmenwi- W MEeTWITO3WIaTaMd MPUBOIUT K 00pa3o-
BaHUIO cMecH 7-6pom-l-momerun-5-(2'-xmnop)pennun- u 7-6pom-5-(2'-xsop)-
¢denmn-1-nernn-1,2,4,5-rerparunpo-3H-1,4-6en3nuazenun-2,3-AMOHOB 3c,d
u 7-6pom-3-ruapokcu-1-nonennn-5-(2'-xnop)penmn- u 7-6pom-3-ruapoxcu-5-
(2'-xnop)penunn-1-netun-1,2-quruapo-3H-1,4-6en3quazenuy-2-ouoB 4¢,d.

UzBecTHO, 4TO 3-rHIpOKCUNpon3BoAHBIE 1,4-0eH3aMa3enuH-2-0Ha MpeTep-
MEBAlOT MPOTOTPOITHYK) MHIPANUI0 C MPEBPAIICHHEM B COOTBETCTBYIOIIHE
1,2,4 5-terparunpo-1,4-6en3nuasenun-2,3-mMoHbI [5—7].

1714



K,CO,
OH + TsO(CH,),Me ——
Br —N

2

— =N /
(C\Hz)5
(0]
Ty
.
a Br —N
n=>5
’ Ore
Me 3b Me
/ /
(CHZ)n (CHZ)n
n=11,15

— &“ -,
O cl

3c,d 4¢,d

34 cn=11, dn=15

Hamu Obina m3ydyeHa BO3MOXKHOCTH NPOTOTPOIHON MHIpald B Cllydyae
coequHenuii 4c,d B ycioBusiX mnpoBeneHusi peakipu. OIHAKO Aaxe IMpH
JJIMTETIBHOM HarpeBaHUU He HaOlroaeTcs 00pasoBaHue mpoaykTos 3¢,d.

B ciryuae ucnonb30BaHus BOIHO-CIIUPTOBBIX pacTBopoB ocHoBaHus (NaOH)
HaOmoaercs oopaszoBanue coequnenuii 3¢,d. Ipu stom, ecniu pH pactBopa
pasHo 10, To mpeBpamienue 4¢,d B 3¢,d npoucxoxur Ha 10% 3a 7 cyt npu 20—
25 °C, a npu pH 14 npotorponnas murpauust npoxoaut Ha 100% 3a 2.5 4.
I[Mpeparenne 3¢,d B 4C,d He HaGIIIOAIOCH IPH BapbUPOBaHHHU 3HaueHuil pH
B mpenenax 1-14.

pH 14
4c.d === 3cd 9%

pH 1-14

I[J'Iﬂ COCZ[I/IHGHI/Iﬁ 3c u 4c MOHOKPUCTAJUIbI ObLIH BbIpAIlICHBI U3 I'CKCaHa

1 YCTAHOBJICHA HUX MOJICKYJISIpHAA M KPpUCTAJUIMYCCKAad CTPYKTypa METOAOM
PCA.
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Ha puc. 1 mpuBeseHbl MOJEKYISpPHBIC CTPYKTYpHl coemuHeHuit 3C u 4C.
AHanu3 MOJEKYJISPHON CTPYKTYPHI MOKa3al, YTO ATH COENAWHEHUS SBISIOTCS
CTPYKTYpHBIMU m30Mepamu. llepepacmpeneneHre aTOMOB BOJOpPO/a B OCTOBE
MOJIEKYJIBI TIPUBOAXT K PA3TAIHOMY XapaKTepy MEXMOJIEKYIIAPHBIX BOIOPOIHBIX
CBs3eil B KpUCTaUIaX coequHeHuit 3C u 4C. B oboux ciydasx peanusyroTcs
TUMepHBIe accoruatsl (puc. 2). M3BecTHO, YTO MU OTCYTCTBHUU 3aMECTHUTENS B
nonoxkennn 1 (penazenam [8], HuTpazenam [9]) muMepusamusi ITPOXOIUT 3a
cuer oOpa3oBaHHA BOJOPOIHBIX CBSI3€H MEXAy aMHUAHbIME Trpynmamu. llpm
3TOM 06pa3yeTcs AUMEPHBIH accoruar pasmeprocti — R% [10].

N(l) — H ... 0 — C(Z)

3aMmecTuTeNlb B TMOJIOKGHMHM 1  JienaeT HEBO3MOXXHBIM — TOJO0HYIO
nuMepusanuio. B kpucramnax coemuHenuii 3C u 4C 00pa3yroTcs TUMEpPHBIC
. 2 2
accoluaThl pa3Hou pasmMepHocTd — Rg 1t 3¢ u R st 4c.

/

CB)=—O0 -H— N4
| | 3c
N@)— H -+ 0 =— C(3)
s N\
/
C@B—O0— H - 0 = C()
| | ac
C2=—0 "H—0 — C(d

/

[MapameTpsl BOJOPOAHBIX CBs3ei MpHUBEACHH B Tabu. 1, mepepacmpe-
JICJICHUE XapaKTepa CBs3el B coeqMHEeHUsX 3C 1 4C — B Ta0I1. 2.

Tabnuna l
Bonoponnnie cBsa3u u yroa DHA B coexnnennsix 3¢ u 4¢C
Coenu- Do A% d, A DS:XH
HeHHe o D-H H..A D..A ’
rpai.
3c N(4)-H(4)...0(3)** 0.88 2.32 2.956(3) 129
4c O(3)-H(3A)...0(2)*** 0.84 2.07 2.824(3) 148

* HpeOGpEBOBaHI/ISI CHUMMETPHUU DKBUBAJICHTHBIX aTOMOB.
**ox+1,-y+2,-z+2.
X+ 2, -y, -2+ 1.
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4c

Puc. 1. MonexynsipHasi CTpyKTypa cOeTUHEHHIA 3C 1 4C
(st 4C He TOKa3aHa BTOpas MO3UIKUS AJIs Pa3yHnopsI04EHHOTO (hparMeHTa)
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4c

Puc. 2. lumepuzanus MoJiekyi 3C ¥ 4C B KpUCTaIlIe Yyepe3 BOJOPOJHEIE CBS3H
(aTombI BOZIOpO/ia B ani(ATHUECKHX IIEMSX OIYIICHBI)

I'eomerpruyeckue napamMeTpsl TeTepONUKIOB 3C U 4C pasnuyaroTcs. J{ITHbI
ceszeit N(1)-C(2) u C(2)—C(3) 6au3ku Kk HalieHHbIM B 5-heHu- u 5-(2'-xop)-
benm-7-opom-3-ruapokcu-1-mermi-1,2-muruapo-3H-1,4-0en3auazenuH-2-oHax
[11], tme omu paBusl B cpemsem 1.372 u 1.534 A cooTsercTBeHHO.
CymectBenno pasnudarorcs paccrosuaus C(3)-N(4): 1.341(3) B coeaunennn 3C
u 1.468(4) A — B coenunenuu 4C. DT 3HAYEHMS COOTBETCTBYIOT OJMHAPHOM
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CBS3M W OmM3KM K HaifneHHsIM B [11] B mATepBane 1.454-1.460 A. Cas3p
N(4)-C(5) B coenuuennu 3¢ omuHapras (1.469(3) A), a B coemuuenun 4C —
neoitnas (1.280(4) A). OcranbHble paccTosHHS B MoneKyilax 3C u 4C aHajo-
THYHBI COOTBETCTBYIOIUM PACCTOSHUSIM B JIPYTHX COSJAWHEHHSX JTOTO Kilacca

8, 11, 12].

Tabnuma?2

HM36pannbie cBsizu (d) B ceMUY/IEHHBIX FeTePOLMKIAX cOoeIMHeHui 3C u 4¢C

d A d, A
CBs13b CBs3b
3c 4c 3c 4c

N(1)-C(2) 1.370(3) 1.358(4) N(4)-C(5) 1.469(3) 1.280(4)
C(2)-C(3) 1.538(3) 1.533(4) C(5)-C(11) 1.520(3) 1.488(4)
C(2)-0(2) 1.218(3) 1.235(4) C(11)-C(10) 1.394(3) 1.403(4)
C(3)-N(4) 1.341(3) 1.468(4) N(1)-C(10) 1.430(3) 1.435(4)
C(3)-0(3) 1.224(3) 1.395(4)

Tabnuma3l

W36paHHble BajJeHTHBIE YIJbI (®) B CeMUYWIEHHBIX FeTePOLUKIAX coeqnHenuii 3¢ u 4¢C

Vron @ TPa.
3c 4c
C(2)-N(1)-C(10) 124.0(2) 122.6(3)
N(1)-C(2)-C(3) 119.0(2) 115.8(3)
0(2)-C(2)-N(1) 123.3(2) 123.3(3)
0(2)-C(2)-C(3) 117.7(2) 120.8(3)
N(4)-C(3)-C(2) 117.0(2) 106.5(2)
0O(3)-C(3)-C(2) 119.1(2) 111.6(3)
0O(3)-C(3)-N(4) 123.7(2) 110.9(3)
C(3)-N(4)-C(5) 120.0(2) 117.2(3)
N(4)-C(5)-C(11) 106.7(2) 124.3(3)
C(10)-C(11)-C(5) 118.0(2) 123.1(3)
C(11)-C(10)-N(2) 120.8(2) 121.1(3)

Tabnuma 4

Topcuonnsble yribl (0) B rereponHkiIax coerunennii 3¢ u 4

Yron 0. rpa

3c 4c
N(4)C(3)C(2)N(1) 61.1(3) 75.5(3)
C(3)C(2)N(1)C(10) -8.1(3) 0.9(4)
C(2)N(1)C(10)C(11) —44.4(3) —47.5(4)
N(1)C(10)C(11)C(5) 4.5(3) 7.4(5)
C(10)C(11)C(5)N(4) 70.4(3) 41.2(5)
C(11)C(5)N(4)C(3) —65.3(3) -1.7(5)
C(5)N(4)C(3)C(2) -14.4(3) —72.5(3)
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Tabonuma 5

HeKOTOpble reoMeTpu4eCcKue XapakTepucCTuKu 7-4JIeHHBIX reTepouuKJIoB

0, rpan.
CoenuHeHne
61 92 63
3c 86.1 52.9 149.8
4c 85.3 36.6 118.3
denazemnam 75.4 33.8 59.8
Tabnuma 6

Kpucraaaorpaguyeckne faHHbIe H NapaMeTPbl PEHTT¢HOCTPYKTYPHBIX KCIIEPHMEHTOB

3c

4c

BpyrTo-dpopmyna
MounekynsipHas Macca
T,K
JlnvHa BoHEL, A
CuHroHus
IIpoctpancTBeHHas rpynna
a, A
b, A
c, A
o, Tpaj.
B, rpam.
Y, Tpam.
Vv, A
z
Pou T/CM®
W, MMt
F(000)
Pa3mepsl kpucTaia, MM

Juana3oH O st coOpaHHBIX
JIaHHBIX, TPaI.

HI/Ial'Ia30H HUHJCKCOB

Ywucno pediiexcon
H3MEPEHHBIX
HE3aBHCHMBIX

Yucno yrouHseMbIX
napamMeTpoB

GooF
R-®axrop (1>25(1))

R-®akrop (o Bcemy
MaCCHBY)

APmax .
AP, eA”
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C,7H34BrCIN,0,
533.92
100(2)
0.71073
Tpuxknuxnas
P-1

8.5262(5)
10.7145(7)
14.2342(9)
85.567(5)
84.041(5)
89.785(5)
1289.44(14)

2
1.375
1.724
556
0.4 x0.4x0.05
4.14 - 26.37

-10<h<10
-13<k<11
-17<1<17

17 686
5255

[Rin = 0.0363]
298

1.054

R, = 0.0401
WR, = 0.1029
R, = 0.0471
WR, = 0.1086
0.827
-0.713

C,7H34BrCIN,0,
533.92
100(2)
0.71073
TpuknuHHas

P-1
8.4950(2)
10.8270(4)
14.2250(5)
96.187(1)
102.417(2)
92.140(2)
1267.83(7)

2

1.399
1.753
556
03x03x01
2.46-27.53

-11<h<9
-14<k<14
-18<1<18

10023
5552

[Rin = 0.0310]
293

1.005

R, =0.0507
WR, = 0.1286
R;=0.0610
WR; = 0.1345
1.208
—0.550



BanenTHple yrapl Taxke MpETEpIIeBalOT HEKOTOpble u3MeHeHus. Cymma
yrioB mpu aromax N(1) paBma 359.6(2) (3c) u 360.1(3)° (4c), uro
CBUETEIBCTBYET O MaJIOM MHUPaMHUIAIBHOCTH aroma a3oTa. boriee cuimpHOMY
u3menenuio (tabu. 3 u 4) momsepkens yrusl npu atrome C(3) —117.0(2)° (3c),
106.5(2)° (4c) u npu atome C(5) — 106.7(2)° (3c), 124.3(3)° (4c¢). Dt1o emre pa3s
CBUAETEIHCTBYET 00 W3MEHEHHH XxapakTtepa rubpuamsannu aromoB C(3) u
C(9).

Kondopmarus 7-4ieHHOT0 UKIIA — nCegdon00Ka ¢ yraamu 0; (Yroda Mexmy
apomarnueckumu  mukimamu), 0, (yron wmexay N(1)C(2)N(4)C(5) wu
N(1)C(10)N(11)C(5)) u 63 (N(1)C(2)N(4)C(5) m C(10)C(3)N(4)), mpuse-
neHHeIMH B Tabm. 5. CoemuHenue 4C OJM3KO MO CBOMM KOH(MOPMAIHOHHBIM
napamerpam (tabn. 6) k ¢enazenamy [8]. I[lapamerpsl coemuHeHusi 3C
CYIIECTBEHHO OTIWYAIOTC. B coenmHennn 3C B anudarudeckoi Iernoyke
TopcuonHbie yriel o cBsa3siM C—C 6mmsku k 180° (mpanc-xondopmarius).
B coennnenun 4C 4YacTh YIJIOB TEPEXOAWT B 20wui-KOH(POPMAIHIO. AHAIH3
YIaKOBKH B COeMMHEHNH 3C TOKA3all, YTO COCETHHUE AUMEPHI CBS3aHBI B JICHTHI
MTOCPEACTBOM TT—T-B3aMMOCHCTBUSA, PEATU3YIOIIETOCS MEXAy OpoM3aMelIeH-
HBIMH apOMATHIECKIMH IIKIAMH C PACCTOSHHUSAMHI MEKTy IeHTporaamu 3.34 A,
CocenHue JEeHTHl B3aUMOACUCTBYIOT uepe3 BoaopoiaHyw cBsa3p C-H...O,
B KoTopoii ydacTtBytoT Tpymma CH, amudarmueckoil menu u KapOOHWIBHBIN
aTOM KHCJIOpPOJIa B TIOJIOKEHUH 2 7-4IIEHHOTO reTeponnkia. B coenunennu 4C
COCeTHHE UMEPHI CBS3aHBI MEXIY COOOH, B OCHOBHOM, BaH-/I€P-BaaTbCOBBIMH
CHIIaMHU.

SKCHHEPUMEHTAJIBHASA YACTb

UK cnekrper 3anucansl Ha Specord IR-75 B pactBope xiopodopma, CIEKTpHI
SAMP 'H — na npu6ope Varian WXP-300 (299 MI'n) 8 CDCls, BHyTpeHnuii cranzapt
TMC, mpum Ttemneparype 25 °C. Macc-ClieKTpbl 3aperuCTPUPOBAaHEl  METOJIOM
ANIEKTPOHHOTO yrapa Ha Macc cnekrpoMerpe MX-1321 (moHHM3HpYIOIIee HANpsHKCHUE
70 5B, Temmeparypa kamepsl noHmzauu 200 °C). UncroTra COEAMHEHUN KOHTPOJIHU-
poBanace metogom BOXKX, xpomarorpad Shimadzu LC-8A, ananutHueckas KOJOHKA
Zorbax C 18, nomemkHas ¢asza: meranon + 2% TFA : Boma + 2% TFA, 9:1. Xon
peaximu KoHTpompoBaicsa MetogoM TCX. TonkocnoitHas xpoMaTorpadus BEIIOTHEHA
na miacruakax Silufol UV-254, B cucreme areronurpun—xnopodopm-rekcan, 1:1:3,
nposiBineHne Y@ cBeToM mpH A 254 HM.

PentrenocTpykrypHoe ucciaenopanue. OCHOBHbBIC ITapaMeTphl IKCIIEPUMEHTA H
pacuinpoBKH CTPYKTYp HpuBeleHbl B Tabn. 6. MoHOKpUCTaUbl coeiuHeHHs 3C —
OecIIBETHBIE IUIACTHHKHA. JKCIEPUMEHTANBHBIH MaTepHaj IMOJydeH B TU(paKkTOMeTpe
KUMA CCD-4 na MmoHOXpoMaTu3upoBaHHOM (TpaduToBblii MoHOXpoMaTop) MoKo-n3-
amydennu ripu 100 K. Bceero 6bw10 3aperucrpuposano 17 686 orpaxkeHHH, U3 KOTOPBIX
5255 ObUTH WCTIONB30BAHbI ISl ONPENENCHUs] U YyTOYHEHHs CTPYKTypbl. [lomydeHHbIE
JaHHbIe 0OpabaThIBaNICH C oMomIpio nakera nporpaMm Kuma Diffraction (Wroclaw,
Poland).

CrpykTypa pacmudpoBaHa MpSIMBIMH METOAaMH M yTOYHEHA ITOJHOMATPUYHBIM
MHK B aHHM30TPOIHOM TpPHOJIKEHUH JUI HEBOAOPOJHBIX aTOMOB IO KOMIUIEKCY
nporpamm  SHELX-97 [13]. KoopawnHatel aromoB H HaiiieHEI OOBEKTHBHO U3
Pa3HOCTHBIX CHHTE30B Dyphe U YTOUHEHBI B MOJIEIH KECTKOTO TENa.
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Kpucramnsl coemuaenuss 4C ONM3KHM MO TaOUTyCy K KPHCTAJUIaM COCTUHCHUS 3C.
DkcrnepuMeHTaNbHbIH MaTepuali moiydeH B audppakromerpe Nonius Kappa CCD mpu
100 K na MoHOXpoMaTu3npoBaHHOM MOKo-H3TydeHHN METOIOM (P—®-CKaHHPOBAHUS.
[MapameTpsl 3JeMEHTapHON SYEHKH YTOUYHEHBI 110 BCEMY MaCCHBY 3KCIIEPHMEHTAIBHBIX
JaHHBIX. PaMK1 OBUTH MHTETPHPOBAHbI, U B UHTCHCUBHOCTH OBLT BBE/ICH JIOPCHIIOBCKHIA
U TOSPH3aUMOHHBIA ¢akTop 1o mporpamme DENZO [14]. IllxamupoBaHume u
YTOYHEHHE MapaMeTpoB sueiiku Obuto BhIMoNHEHO 1o mporpamme SCALEPACK [14].
IMompaBka Ha TMOIVIONICHHE HE YYUTHIBANACh. METOABI PEIICHHS CTPYKTYpbl H
YTOUHCHHsI TOJOOHBI MPHUBEICHHBIM JUIsi coefuHeHus 3C. B mporecce yTouHeHUs
YCTAQHOBJICHO, 4YTO AaJKWIBHBIA paJHMKal pa3ymopsjodeH IO JBYyM IMO3HIUSIM C
BEPOSATHOCTBIO 3acencHus 3:1. ATOMBI BOJOpOJa B OCTOBE MOJICKYJbl HaWJICHBI
OOBCKTHBHO U YTOYHSIUIHCH B MOJICTH >KECTKOTO Tella, B Pa3yHOpPSIOYCHHON anmudaru-
YEeCKOM IIemM He ompenessuinch. KoopawHaThl 0a3uMCHBIX aTOMOB JICTIOHHPOBAHBI
B CCDC-6anke, Ne 630346 u 630347.

7-Bpom-1-nonenna-5-(2'-xaop)penna-1,2,4,5-rerparuapo-3H-1,4-6en3aua3e-
nuH-2,3-1uoH (3C) u 7-6pom-3-ruapokcu-1-goxemmna-5-(2'-xaop)penna-1,2-qurua-
po-3H-1,4-6en3nuazenun-2-ou (4¢). K cycnensuu 0.5 r (1.38 mmonp) coenunenus 1 u
0.58 r (1.8 MMoup) moaeruinTo3miarta 2C B 10 i1 6€3BOHOTO MUOKCaHA MPUOABIISIOT
0.52 r (3.7 mMoub) KapOOHaTa Kalusi U MepeMernnBaioT mpu temmneparype 40-50 °C
B teueHue 10 4. K peakrmonno# cMmecu npubariisitor 30 Mt xsopodopMa U MPOMBIBAIOT
Bomoit (4 x 20 wur). PacTtBopuTens ymapuWBalOT B POTOPHOM HCIAPHUTENE IIPH
MOHIDKCHHOM JaBieHuH. [10JydeHHBIH OCTAaTOK MEePEKPUCTAIUIU30BBIBAIOT U3 XJIOPO-
dbopma 1 IpoOHON KpUCTAIM3alMEll MOMyYaloT OSCIBETHBIC KPUCTAIIBI COSIUHEHHN
3cu4c.

Coemnnenune 3c. Brrxox 0.28 r (38%), 1. . 135-140 °C, Ry 0.4. UK cmexrp,
v, em % 3360 (N-H cB), 3180 (N-H acc), 1675 (C=0). Criextp SIMP *H, &, m. . (J, I'rr):
7.72 (1H, n, J = 7.8, H-4); 6.64-7.24 (7H, m, H-6,8,9, H-3',4'5',6"); 6.16 (1H, &, J =7.8,
H-5); 4.6 (1H, m, CH2(CH)10CH3); 3.6 (1H, M, CHy(CH;);0CHs); 1.24 (20H, wm,
CH,(CH,)10CHs); 0.88 (3H, T, J = 6.7, CH3). Macc-criektp, M/z (1o, %): 532 [M™] (20),
503 [M — CHO]" (6), 489 [M — NH-C=0]"(32), 364 [M — Cy,H,,]" (100). Haiineno, %:
C 60.82; H 6.37; N 5.16. Co7H3,BrCIN,O,. Beruncneno, %: C 60.74; H 6.42; N 5.25.

Coemnnenue 4c. Brixoq 0.095 r (11%), t. . 97-100 °C, Ry 0.54. UK cnekrp,
v, cM : 3440 (O—H), 1655 (C=0). Criextp SIMP 'H, &, m. a. (J, T'np): 7.24-7.71 (7H, m,
H-6,8,9, H-3',4',5',6"); 4.96 (1H, x, J=9.3, H-3); 4.81 (1H, 1, J = 9.3, OH); 4.32 (1H, m,
CHz(CHz)loCH;;), 3.75 (IH, M, Cﬂz(CHz)loCH3), 1.24 (ZOH, M, CHz(Cﬂz)mCHg,), 0.88
(BH 1, J = 6.8, CH3). Macc-ciextp, M/Z (lor, %): 532 [M'] (14), 503 [M — CHO]"
(100), 335 [M — CHO-CyHy]" (49). Haitneno, %: C 60.67; H 6.33; N 5.43.
Cz7H34BrCIN202. BI)I‘II/ICJ'IeHO, %: C 6074, H 642, N 5.25.

7-Bpom-5-(2'-xnop)dennn-1-uernn-1,2,4,5-rerparuapo-3H-1,4-6en3anazenun-
2,3-muon (3d) u 7-opom-3-ruapoxcu-5-(2'-xsop)denmi-1-uermi-1,2-guruapo-3H-
1,4-6en3nua3enun-2-on (4d) monyuaror aHamoruyHo coexuHeHMsM 3C U 4C u3 1 T
(2.76 mmoitp) coeauueHus 1 B BH/Ie OECIBETHBIX KPUCTAILIOB.

Coenunenue 3d. Boixon 0.65 1 (40%), T. . 97-99 °C, Ry 0.48. UK crexrp, v, oMk
3340 (N-H cB), 3175 (N-H acc), 1685 (C=0). Cnextp SIMP 'H, &, m. 1. (J, T'): 7.83
(1H, x, J=17.8, H-4); 6.64-7.23 (7H, m, H-6,8,9, H-3',4'5',6"); 6.15 (1H, 1, J = 7.8, H-5);
457 (1H, M, CHy(CH,)14CHg); 3.58 (1H, ™M, CH,(CHj);4CHjg); 1.24 (28H, wm,
CH,(CH,)14CHs); 0.86 (3H, T, J = 6.7, CH3). Macc-criektp, M/Z (lor,, %): 588 [M'] (35),
559 [M — CHO]" (9), 545 [M — NH-C=0]"(38), 364 [M — CysH3,]" (69). Haiineno, %:
C 62.93; H 7.26; N 5.02. C3;H4,BrCIN,O,. Beruncieno, %: C 63.10; H 7.17; N 4.75.

Coenunenue 4d. Beixon 0.25 1 (14%), T. . 87-89 °C, Ry 0.63. UK crekrp, v, oM
3465 (O-H), 1665 (C=0). Criextp SIMP 'H, &, m. 1. (J, 'p): 7.21-7.70 (7H, m, H-6,8,9,
H-3'4'56"; 495 (1H, n, J = 9.4, H-3); 4.81 (1H, a, J = 9.3, OH); 4.31 (1H, ™,
CHz(CH2)14CH3), 3.73 (lH, M, CHZ(CH2)14CH3), 1.23 (28H, M, CHz(Cﬂz)MCHg), 0.86
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(3H, 1, J= 6.7, CH3). Macc-criexktp, M/Z (loyy, %): 588 [M?] (23), 559 [M — CHO]"
(100), 545 [M — NH-C=0]" (8), 364 [M — CiHz,]" (28), 335 [M — CHO-CysH3;]" (80).
Haiineno, %: C 63.16; H 7.25; N 4.83. C3;H4,BrCIN,O,. Brruucneno, %: C 63.10;
H7.17, N 4.75.
7-Bpom-1-rexcui-5-(2'-xaop)penni-1,2,4,5-terparugpo-3H-1,4-6en3nnazennu-
2,3-nuoH (3b) momywaror aHaOrHYHO coenuHeHuio 3C u3 1 T (2.76 MMOITB) coeuHeHus 1.
[Mocne mepexpuctaumzanuu 3 OeHzona Beigemstor 047 T Tpomykra B BUAE
OecrBeTHRIX KpucTawioB. Bexon 38%, 1. 1. 196-199 °C, R¢ 0.3. UK cnekrp, v, oMk
3360 (N-H cB), 3186 (N-H acc), 1673 ymmpennas nonoca (C=0). Crextp SIMP H,
(IMCO-dg), M. 1. (J, Tm): 7.32-7.68 (7H, m, H-6,8,9, H-3'4'5',6"); 6.45 (1H, ¢, H-5); 5.95
(1H, ¢, H-4); 4.37-4.47 (1H, M, CHx(CH,),CHy); 4.69-4.75 (1H, m, CH,(CH,)4CHs);
1.23-1.50 (8H, M, CH,(CH,),CHy); 0.83 (3H, T, J = 7.0, CHz). Macc-criektp, M/Z (o, %):
448 [M"] (34), 405 [M — NH-C=0]" (28), 377 [M — CsHyu]" (8), 364 [M — Cs Hy,]" (52).
Haiineno, %: C 55.32; H 4.56; N 6.51. CyH19BrCIN,O,. Brrancaeno, %: C 55.26;
H 4.41; N 6.44.
7-Bpom-1-meTnii-3-ruapokcu-5-(2'-xiaop)penni-1,2-nuruapo-3H-1,4-Genzanase-
NUH-2-0H (4a) MONYYarOT aHANOTWYHO coeamHeHMo 4C w3 1 1 (2.76 mMmonb)
coequaenus 1. Ilocne mepexpuctammuzamuu u3 6ensona Beraemsiior 0.53 r mpoaykTa
B BUe OCCHBETHBIX KpHUCTAWIOB. Breixonm coemmuenms 4a 51%, t. . 120-127 °C,
R 0.4. UK criextp, v, e % 3443 (O-H), 1700 ymmpersas ronoca (C=0). Criektp SIMP 'H,
8, m. 1. (J, T): 7.21-7.45 (7H, m, H-6,8,9, H-3',4',5',6"); 5.02 (1H, 1, J = 9.34, OH);
4.47 (1H, 1, J = 9.33, H-3); 3.52 (3H ¢, CH3). Macc-cniektp, M/Z (1o, %): 378 [M]
(10), 349 [M — CHOJ" (100), 334 [M — CO,]*(7). Haiineno, %: C 50.56; H 3.24; N 7.25.
C16H12BrCIN,O,. Beruancneno, %: C 50.62; H 3.19; N 7.38.
7-Bpom-1-nonenmn-5-(2'-xaop)penna-1,2,4,5-rerparuapo-3H-1,4-6en3aua3e-
nuH-2,3-nuon (3¢) w3 7-6pom-3-ruapokcu-l-gogenua-5-(2'-xaop)denna-1,2-
auruapo-3H-1,4-6en3auazenun-2-ona (4¢). Cmech 0.1 T (0.18 MMoONB) coeauHEHUs
4c, 6 mi staHona u 4 ma 30% pactBopa KOH mepememmBator 2.5 9 py KOMHAaTHOH
temnepatype. K peakunonHoit cmecu mpuOasnsior 10 Ma ximopodopma U IpOMEBIBAIOT
Bom0i#t (3 x 10 mur). XimopodhopM ymapuBarT B POTOPHOM HCIIAPHUTEIIE IPHU MOHMKCHHOM
nasieHnd. OCTaTOK MEPEeKPUCTAIUTM30BBIBAIOT U3 XJIOpOo(OopMa M MOJIy4atoT OECIBETHBIE
kpuctamsl coeauHens 3C, Beixo 0.095 r (95%), . . 97-100 °C, Ry 0.54.
Coennnenue 3d momyuaror anamoruyno coeaunennio 3C u3 0.1 r (0.18 mmob)
coemunenus 4d B Buzie OecuBeTHbIX KprcTaLioB. Beixon 0.095 1 (95%), T. 1. 87-89 °C,
R¢ 0.63.
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