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CTPOEHHUE 7-BPOM-5-®EHWNJI-1,2-IUT'UAPO-3H-
1,3,4-bEH3TPUA3EIINH-2-OHA

TepmonmzoMm  cun-4-pennncemMukapba3ona 2-aMHHOOEH30()CHOHA MOITyUYCH
7-6poM-5-ernn-1,2-murunpo-3H-1,4-6en3rpuazenun-2-on. Ero MonexyisipHas
1 KPHUCTAUIMYECKass CTPYKTypa YCTAHOBJIIEHa METOJOM PEHTT€HOCTPYKTYpPHOTO
aHanm3a. XapaxkTep BOJOPOJHBIX CBS3€H MEXIYy MOJIEKYJIaMH COEAUHEHHS
B pacT- BOpe M B KPHCTAIMIECKOM COCTOSHHHU ompexnesieH Meromamu MK
CHEKTPOCKOITNH M PEHTT€HOCTPYKTYPHOTO aHAIN3a.

KioueBbie coBa: OSH3TpHA3elUH, CeMHKAapOa3oH 2-aMHHOOCH30(EHOHA,
Bogopoausie cBs3u, MK cnextpockonus, Y@ cnektp, peHTT€HOCTPYKTYpPHBIH
aHaAIHU3.

1,2-Iurunpo-3H-1,3,4-0eH3Tprazenun-2-oH6l 1 H3ydeHBI MEHEE MOAPOOHO,
gyeM uX rerepoanaioru 1,2-muruapo-3H-1,4-6er3anazenun-2-0oH6I 2, Cpeau
KOTOPBIX OOHapyKEHBI COCIMHEHHUSI C ICHHBIMH (PapMAaKOJIOTUICCKUMH CBOM-
ctBamu [1].
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IlepcnexTrBHOCTH MPOU3BOAHBIX 1,3,4-OeH3TpHasenuHa Kak OMOIOTHYECKH
aKTHBHBIX COCAMHEHHH, B TOM YHCJIE aHTHKOHBYJIHCAHTOB W aHTUTPOMOOIIH-
TapHBIX CPEJICTB, TOCBAIIEHBI PaboTHI [2, 3].

OmuH w3 MeTonoB monmydeHus 1,2-guruapo-3H-1,3,4-6eH3Tpuazenun-2-
OHOB 3aKJIIOYACTCS B HAIPEBaHUM CEMHKapOa30HOB 2-aMHHOOEH30()CHOHOB 3 B
pactBoputene nubo paciwiase (mpu 190-195 °C) [1, 4], ogHako npu Temie-
parype 230-240 °C [1, 4] o0pa3yioTcs He IUIHAPOOEH3TPHA3EIUHOHBI 4, a
XMHA30JIMHOHBI-2 5:

Ipu 240-250 °C coemuHeHHss 3 MKIM3YIOTCA B JAUTHIPOOEH3-
TpuasenuHoHb-2 4 [5, 6], OgHako aBTOpPHI PabOT HE YKAa3hIBAIOT KOH(DH-
Typauuio COeAUHEHUH 3.

Ucxons u3 cuwn-4-pennncemukapba3ona 2-aMuHO-5-OpombeH3odeHOHa 6
Tepmoi3oM B paciuiase (190-200 °C) wamu nosrydeHsl Tpu coeauaerust. OqHo
W3 HHX WICHTUPUIMPOBAHO Kak 7-Opom-5-penmnn-1,2-murunpo-3H-1,3,4-
OeH3Tpua3enuH-2-0H 4a; BTOPOMY, 110 TaHHBIM dJIEMEHTHOTO ananu3a, UK u
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Macc-CIIEKTPOCKONIUK, TIPUIHCAHO cTpoeHue 7,16-mubpom-5,14-nudenun-
1,2,3,10,11,12-rekcaruapoandenso|f,m]-1,3,4,10,12,13-rekcaazanukiorerpaie-
uuH-2,11-1uona (7). TpeTbuM NMpOILyKTOM pEaKIUH SBISETCS aHWINH, KOTOPBIH
KOHICHCHPOBAJICA Ha OXJIAXK/1a€MOM TMaJIblie PEaKIIMOHHOTO COCY/Ia.
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JanHoe coo0IeHre MOCBAIIEHO CTPYKTYpe OEH3TpHua3ennHOHA 4a; CTPOCHUIO U
CBOWCTBaM AMOEH30reKcaa3areTepouuKia 7 OyAeT MOCBsIIEHAa Hamla Ialib-
HeHmas myOInKaus.

Y® cnekTp coenuHeHUs1 4a CONEPKHUT TPU IMOJIOCHI ¢ MAaKCUMyMaMH IIPH
224, 250 u 302 um. [lepBas (Hanbonee HHTEHCHUBHAS) U BTOPAsl MOJIOCHI MOTYT
OBITb OTHECEHBI K apOMaTH4eCKUM XpoMoQopaM, TPeThsi — K a30METUHOBOU
CBSI3H, COIIPSDKEHHOM ¢ OCH30TPYIIIOH.

1,2-Turunpo-3H-1,4-0eH3nnazenuH-2-0HbI B KPUCTAJUIMYECKOM COCTOSIHUU
U OTHOCHUTEIIFHO KOHLEHTPHPOBaHHBIX pacTBopax B CCly o0pasyioT Hukiu-
YeCKHE AUMEPHI 32 CUET BOJOPOAHBIX CBSI3€H MEXKAY BTOPHUYHBIMH aMHIHBIMH
rpynmnupoBKamu [7]:
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Ocobennoctn MK cnekTpoB coennHeHWH 4 MO3BONSAIOT MPEANON0KUTH, YTO
BOJOpPOJHBIE CBSA3M OOpa3yloT M MOJeKynbl BemiectBa 4a, B MK choekrpe
pactBopa B CCl, KOTOpOro mpu KoHIeHTpauuu 3-107° MOJIB/T HMEITCS aBe
TIOJIOCHI TIOTJIONMIEHHS KapGOHMIbHO rpymmsl mpu 1725 u 1700 cM ', monock!
cBOGOTHOI 1 cBs3anHOi rpyrn NH mpu 3370, 3210 u 3125 cm ' (puc. 1). Tlpu
pas6aBieHnn pacTBopa 10 5-107 MONB/T MHTEHCHBHOCTH mHosoc mpu 1725 u
3370 cm ' yBemuumBaetcs. Ionocsl mpu 3125, 3210 u 1700 cm™' npakruyecku
ucuesaroT. Habmogaemble n3MeHeHUs], B MPUHIIMIIE, TIOBTOPSIFOT M3MEHEHHS B
cnektpax 1,2-murunpo-3H-1,4-0eH3nuazenuH-2-0HOB Tpu  pa30aBJICHUU UX
pactBopoB B CCly [7].
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Puc.1. UK cnekrpsr 7-6poM-5-pennin-1,2-nurnapo-3H-1,3,4-6eH3Tprasenun-2-oHa npu
pa3nYHBIX KOHIeHTparwmsax: a — C = 3- 107 mons/i; b— C =310 monn/1;
¢— C=5"10" mons/n 8 CCl,
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Macc-cniekTp coeauHeHHs 4a COOTBETCTBYET OIMCAHHOMY B CTaThe [4]; ero
KpUCTAJUIMYECKAA W MOJICKYJIApHass CTPYKTypa HU3ydY€Ha METOJOM PCHTTCHO-
CTPYKTYpPHOTO aHaJIH3a.

Ha puc. 2 mpencraBmeH ¢parMeHT yIMakOBKHM MOJEKYJI B KpHCTalIe.
XapaKTepHBIM IJId  YIIaKOBKH ABJIACTCA O6pa30BaHI/Ie JUMEPOB, CBA3aHHBIX
BoZopoaHbIMU cBsizsiMu Tuna Ny—H...O)*. ITapameTpsl BOIOPOJHBIX CBA3Eil
Ny Oy* = 2.931 A, H..Oyy = 2,09 A, yron mpu artome Bomopoma 168°
(oOpa3yeTcsi BOCBMUWICHHBIN TCeBAOINKI). [lomoOHas crcteMa BOIOPOIHBIX
CBs3eil B KpucTayuie, xapaktepHas mis 1,2-murunpo-3H-1,4-0en3nuazenun-2-
OHOB, ommcaHa kKak Tanm A B pabore [8]. Takoit Tum cBsI3W OOHAPYXKEH I
HHTpasenama [9], penasernama [10], a Takxke B cirydae 7-xyop-3,5-audenmn-1,2-
murunpo-3H-1,3,4-6en3rpuazenun-2-ona 1a [11].

Mexmy 0o0pa3oBaHHBIMH B KPHUCTaJUIe IEHTPOCHMMETPHYHBIMU JAHMEPaMH
MMEIOT MECTO JIHMINb BaH-AEp-BaallbCOBCKHE B3amMoaeHcTBUA. JloHOpHas
rpymmna Nay—H B cucTeMe BOLOPOIHBIX CBA3EH y4acTHs HE NPHHUMAET, TaK
KaK 9KpaHUpOBaHa (PEeHMIHHBIM KOJBIIOM COCEIHEH MOJIEKYIIbI.

Puc.2. ®parmMeHT ynakoBKH MOJIeKy1 7-0poM-5-dernn-1,2-quruapo-3H-1,3,4-
OeH3TpHa3enuH-2-0Ha B KpUCTaJlIe

Ha puc. 3 mpencraBineHa MoONEKyJsIpHAs CTPYKTypa COEIWHEHHUs 4a.
XapakTepHbIMH COCTaBHBIMH 4YacTSIMH OCTOBAa J3TOW MOJIEKYJBI SIBISIOTCS
CYIIIECTBEHHO HEIUIOCKWH 7-ujeHHbIH rerepounkin (B), compsokeHHas ¢ HUM
OpomOen3orpynmna (A) u (QEHWIBHBINH paauKal B TIOJOKECHUU 5 TETEPOIMKIA
(C). Hnsa rerepormkia B xapakrepHa KoH(OpMAIUs TICEBIOBAHHBI C
pacmojoKeHneM aTOMOB B TpeX B3aMMOIEPECEKAIONINXCS IUIOCKOCTX:
N(l)C(z)N(4)C(5), N(l)C(5)C(10)C(11) n C(z)N(3)N(4). HpI/I 9TOM OT IIEPBOI0 @parMeHTa
aTOMbl JBYX JAPYT'MX OTKIOHEHBI B OJIHY CTOpOHY. B Tabn. 1 mpuBeaeHs
HEKOTOpBIE TTapaMeTphl, XapaKTepU3YIOIIIe MOJIEKYIy 4a B COIIOCTaBJICHUH C 3-
(henunpHBIM ananoroM la [11] u auTpazenamom 2b [9].

1238



CpaBHHTeJ’IbHLle TeOMETPUYCCKHE XAPAKTCPUCTUKH CoeIMHEeHUIi:

Tabnuma 1

4a, 7-xq0p-3,5-

nugennn-1,2-nuruapo-3H-1,3,4-6en3rpuazenun-2-ona 1a [11] u uurpasenama 2b [9]

JusnpanbHblid yrou

MEXIY MIIOCKOCTAMMU, I'pald. 4a Ia 2b
Hukner A u C 116.5 116.8 118.2
Nay_Ca Nuy_Ces) 35.6 359 323
u Ny Cesy-Cao-Can

Niy_Car Ny Cos) 038 55.8 60.3

1 CyNiy Ny

TopcuonHble yrJbl U 3HaYeHue AC, (rpaji.) B 7-4JIEHHOM LHUKJIe

4a 1a 2b
Cao—N1—C)-Ng) -31.6 -25.7 -0.9
Niuy—Cp) NNy —41.1 -56.7 -71.2
Co—Ng)-Cuay-Cos) 60.4 75.0 72.9
N Nuy—Cis—Ce) -1.5 2.7 2.2
Nuy—Cs—Car—Cao -36.0 —45.0 —40.0
Cs—Ca1—CaoNa 0.6 5.5 0.1
Ca—Cuo—Nay_Co 51.5 53.0 40.1
AC; 20.67 17.6 1.8

Mepoii HCKa)KEHHsI BAHHBI SABJISIETCS KPUTEPUNA

Puc.3. MonexynspHas CTpyKTypa
7-06pom-5-ernn-1,2-quruapo-3H-1,3,4-6en3rpuasenun-2-ona

AC, = {[TS + 2 (Ti + Ti)'V4} 2,
rae T, — TopcuoHHbIi yron 1mo cBs3u Cgy—Ci1). DTOT KpuTEpHil NOKa3bIBAET
CTeTeHb OTCTYIUICHHS 7-wIeHHOTO Imkia ot cumMmerpuu C,. B Moekyme
coenunenusa 4a AC =20.67°.

AHanu3 TOPCHOHHBIX YTJIOB IMOKa3bIBa€T, YTO B ciy4ae 1,2-AUTHapo-
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3H-1,3,4-6ensrpuasermuros 1 (R' = CI, R* = H, R> = R* = C¢H;) [11] u 4a,
Ha0II0JaeTCs CyNIeCTBEHHOE MCKakeHne BaHHBI. OHO CBS3aHO C IBYyMs 00CTOS-
tenbcTBaMu: (1) 3HaUKMTENBHOM TBHCTOBaHHOCTBIO parmMenTa N()C2)Nwu)Ces) (B
coeMHEHNH 4a BBIXOJ aTOMOB U3 cpeaHei miockocty oT +0.090 1o —0.076 A,
B HUTpa3ernamMe MpaKkTU4YeCKH HyJeBOi); (2) oTkiIoHeHHeM BaHHBI OT C;-CuUM-
METPHUH: B Ciydae HUTpa3enama BenmnauHa AC,; MeHbIIIe 2°, B COSTUHCHUH 4a 1

ero 3-(peHmIFHOM MTPOU3BOAHOM — OKOII0 20°.
Tabnuma 2

Me:xaToMHBIC paccTosiHus d @)B MOJIEKYJIe coeIMHeHHil 4a
u 7-xJj0p-3,5-nu¢penni-1,2-nuruapo-3H-1,3,4-6en3Tpnazenun-2-ona la [11]

Cas3b 4a la
01 —Cp 1.221(3) 1.215(5)
Clyy—Ceqy 1.739(4)
Bry—Cy 1.899(3)

Noy—Cp) 1.368(3) 1.367(5)
Niy—Co) 1.413(3) 1.408(5)
Co—Ng) 1.376(4) 1.411(6)
Nia—N) 1.408(3) 1.422(4)
Nuy—Cs) 1.283(3) 1.295(5)
Cis—Can 1.481(3) 1.479(5)
Cis—Cua 1.488(4) 1.480(5)
Cio—Cp) 1.377(4) 1.371(6)
Cer—Ca 1.403(4) 1.398(5)
Ca——C) 1.379(4) 1.383(7)
Cis—Co 1.379(4) 1.366(6)
Co—Co 1.387(4) 1.397(6)
Cao—Caun 1.393(4) 1.386(6)
Cun—Cas) 1.387(4)
Cun—Caur 1.392(4)
Cus—Cus 1.383(4)
Cus—Cas) 1.372(5)
Cusy—Cue) 1.374(5)
Cae—Can 1.384(4)

B 1abn. 2 u 3 mpuBeneHBl MEXXaTOMHBIC PACCTOSIHUS M BAJICHTHBIC YTJIbI
coenuHeHns 4a B cpaBHeHNH ¢ coenuHeHreM 1a [11]. B mmockom dparmente A
cpennee paccrosune C—C pasro 1,386(4) A, paccrosnue C—Br — 1,899(3)
A, Bce o5TM mapameTpbl ONM3KM K HalJICHHBIM B CTPYKTypax JpyrHX
1,2-murunapo-3H-1,4-6en3nuazenus-2-onoB [9, 10] u 3,5-nmudennn-7-xmop-1,2-
nmurunapo-3H-1,3,4-6en3rpuaszenun-2-oHa [11]. MOXHO OTMETHUTh OTKIIOHEHHUE B
3HaYEHHUH SHIOLUMKINYECKUX YIJIOB B LIUKJIE A OT cpenHero 3HadeHus 120° mis
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atoMoB Cg), C1y u C(10), YTO MOXKET OIPEAEATHCSA BIUSHUEM 3aMECTUTENeH

IIPU 3THX aTOMAX.
Tabnuma 3

BanenTHsble yribl @ (rpag) B MoJieKyJle coeiMHeHn 4a
u 7-xa0p-3,5-nudenni-1,2-qurnapo-3H-1,3,4-6en3rpuazenun-2-ona la [11]

CBs13b 4a 1a
Coy—Nay—Cuo) 123.7(2) 124.9(4)
Ouy—Cpa)Na) 122.2(2) 122.9(4)
Oy—Car—Nap) 120.0(2) 123.1(4)
Niy—Ca—Ng) 117.8(2) 114.0(3)
Car—Na—N 125.0(2) 115.1(3)
Cis—Nuy—Ng) 119.3(2) 116.8(3)
Nay—Cis—Can) 126.6(2) 124.13)
Nay—Cs—Caz 114.6(2) 115.9(3)
Cany—Cis—Ca 118.7(2) 120.1(3)
Ca—Ce—Can 120.1(3) 120.5(4)
Co—Ca—Cas) 121.42) 120.7(4)
Cey—Ca—Brq 119.5(2)
Co—Ca—Cly) 119.3(4)
Cs—C—Bry 119.1(2)
Ce—Ca—Cla) 119.9(3)
Ca—Cs—Co) 118.8(2) 119.6(4)
Cis—Co—Cioy 121.03) 120.1(4)
Co—Ceio—Can 120.2(2) 120.6(4)
Cio—Crio—Ny 117.7(2) 119.1(4)
Can—Cao—Nq) 122.1(2) 120.3(3)
Cuo—Caiy—Ce) 118.5(2) 118.3(4)
Cao—Can—Cs) 122.3(2) 120.1(3)
Cio—Ca1—Ces) 119.2(2) 121.5(4)
Cuzy—Ca—Caur 118.9(3)
Cus—Cu2—Ces) 120.9(2)
Car—Cu2——Cs) 120.2(2)
Cas—Cus—Cay 120.6(3)
Cas—Caa—Cas 120.0(3)
Caa—Cas—Cae) 119.9(3)
Cusy—Cae—Caur 120.7(3)
Cue—Can—Caun 119.8(3)

B mukne C 3nauenus anmuH caseit C—C B cpennem 1.382(4) A, cpemnee
3HAUEHHE HIOIUKIMIecKoro yria 120°; nuna cssu Cisy—C 1) 1.488(4) A.

Msr yxe otMeuan (Tabu. 1), 9To TUAAPaNbHBIA YTOJl MEXAY HHUKIAMU A U
C paBeH 116.5°, 9ro XapakTepHO I BCEX IMPUBEICHHBIX B JTOW TaOmHIIC
coequaennii (116.8° [11], 118.2° [9]). B 7-unennom nwmkne B paccrosHus
6nm3ku HailinenneiM B amanore [11]. Cesse  Ci5=Ny) (1.283(3) A) umeer
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TUTIUYHBIA XapakTep IBOWHOHN cBa3u. CompshkeHHE C LUKIOM A OKa3bIBaeT
Biustiave Ha jmHy cBsisu Cis—Cap = 1.481(2) A, a Takke Ha ykopoueHue
cBs13u Ny—Cg). I'eomeTpust amuaHoi rpynnel crangaptHas [9, 11]. Jnunbl
ceaseii N3—Ca u  Ng—Ng coorBerctBenno 1.376 u  1.408 A,
COOTBETCTBEHHO. /[1IMHa NepBO M3 HUX yKa3bIBacT Ha y4acTHE HEMOJAEJICHHOU
JJIEKTPOHHOM Mapsl aToMa N(3) B CONPSIKCHUN C AMAJHOU TPYTIIION.

Tabnuma 4

Kpucramuiorpagpuyeckue JaHHbIe H YTOYHEHHE CTPYKTYPbI 42

DMmupuyeckas Gopmyna C4H;oBrN;O

MonexynspHblii Bec 316.16

Temnepatypa 293(2)K

JlmHa BOJTHBI 1.54178A

[IpoctpancTBeHHas rpynna P2i/c

[TapameTpsl 2eMeHTapHON STUEHKU a=5.140(1) A o =90 rpaj.
b=18314(4) A B =91.14(3) rpan.
c=13.6453) A ¥ =90 rpaz.

O6weM, V 1284.2(5) A®

z 4

[ToTHOCTE (BBIYMCIICHHAS) 1.635 mr/mm®

Koa¢pdurment nornonieHus 4326 mm™!

F(000) 632

Ob6nacts 1o 0 111 cOopa TaHHBIX ot 4.04 mo 65.05°

O6nacTh Mo UHAEKCaM —6<h<5s,
—4<k<22,
0<I<16

Umciio He3aBUCUMBIX pedIeKcoB 2127 (Riy = 0.0182)

MaxkcuManbsHOe 1 MUHUMAJIbHOE 0.979 u 0.435

IIPOITyCKaHHe

MeTtoa yTouHeHUst

JI0BPOTHOCTH YTOUHEHHS 10 F~
3akIroYnTeNbHBIE R-(haKTOPHI

[>20(D)]

R-daxTop (Bce naHHEIE)

ITonHOMaTpUUHBIH METON
HAMMEHBIINX KBAIPATOB 110 £~

1.092

R, =0.0317, wR, = 0.0822
R, =0.0352, wR, = 0.0893

KoagduimeHT sKkCTHHKINT 0.0033(3)
MaxkcuManbHble 1 MUHHMAIbHbIC THKH

Ha Pa3HOCTHOM CHHTE3e

APrmax 0.586 ¢-A~
APrmin —0.581 ¢:A”

ComnocraBieHue napamMeTpoB

1,2-murunpo-3H-1,3,4-0en3TprasenuH-2-0HOB,

ONMCAaHHBIX B HACTOAMIEH craThe M padore [11], yka3eiBaroT Ha OONBIIYIO
CTENCHb MCKaKEHMS BaHHBI Uil 7-WIEHHOTO LHMKJIA B 3TUX COCAMHCHHSAX B
CPaBHEHUHU C AUTHAPOOEH3AMAa3eNMHAMH. BeposTHO, 3T0 MOXeT OBITh 00BsiC-
HEHO 3aMEHOH sp -THOPUIM30BAHHOTO aTOMA YIJEPOJa B TOJOKECHHHM 3
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JTUTHAPOOCH3IUA3ETMHOB Ha aTOM a30Ta, UMEIOIIMH POMEKYTOYHOE (MEXKITY
sp” M sp°) COCTOSTHHE.

Tabnuma 5

KoopaunaTtbl 6a3uCHBIX HEBOIOPOIHBIX ATOMOB (><104)
M SKBMBAJIEHTHbIE H30TPONIHbIE TeMIIEPaTypHble napameTpbl U, (A-107)

Atom X y z Ui
Oy 8111(4) 5688(1) 5507(1) 45(1)
Br(;, 1461(1) 3922(1) 686(1) 62(1)
Ngy 7929(5) 5383(1) 3896(2) 37(1)
Cp 6957(5) 5705(1) 4717(2) 35(1)
Ng) 4578(5) 6047(1) 4633(2) 42(1)
Ny 3762(4) 6484(1) 3836(2) 38(1)
Ces) 3621(5) 6203(1) 2975(2) 34(1)
Coo) 2840(5) 5092(2) 1961(2) 38(1)
Co 3472(5) 4393(2) 1682(2) 41(1)
Cgs) 5547(6) 4027(2) 2109(2) 44(1)
Cp) 6982(6) 4369(2) 2839(2) 41(1)
Cao 6359(5) 5068(1) 3147(2) 33(1)
Cay 4298(5) 5445(1) 2702(2) 33(1)
Cuz 2589(5) 6703(1) 2201(2) 36(1)
Cus 3671(6) 6719(2) 1278(2) 41(1)
Cus 2735(7) 7195(2) 567(2) 47(1)
Cas 686(7) 7648(2) 765(2) 50(1)
Ce) -408(6) 7638(2) 1676(3) 51(D)
Cuy 530(6) 7171(2) 2399(2) 44(1)

IKCHEPUMEHTAJIBHAA YACTb

UK cnektpsl 3anmcanbl Ha ciektpodoromeTpe Specord 75-IR B pactBope CCly. YO criekTphr
cHATH Ha criekTpodoTtomerpe Specord UV-vis B 3THIOBOM CHHPTE MPH KOHIIEHTPAIHIX 3¢10°
MOJB/T Tpu TommuHe ciaos 10 MM. Macc-CIeKTphl PerncTpHpOBaNIM Ha Macc-CHEKTPOMETpe
MX-1321 ¢ wucmomb30BaHMEM MPSMOTO BBOJa OOpaslla B HCTOYHHK HOHOB IIPU DHEPIUU
HMOHU3UPYIOIUX 31eKTpoHOB 70 5B, Temneparypa kamepsl nonusanuu 150 °C.

Uncrory coenuHeHmii KoHTponupoBamu MetomoM TCX mHa mmactumkax Silufol UV-254
(Kavalier) B cucreme pacrBoputeneii aneron—xiaopopopM—rexcan, 2 : 2 : 1.

Cnexrp SAMP 'H sammcan B pactBope IMCO-ds (99.9%) Ha mpubope Varian WXP-300 ¢
paboueit gactoroit 299.95 MI'n. Bayrpennwmii crangapt TMC, npu 25 °C.

Jlnst  peHTTeHOCTPYKTYPHOTO OKCIEPHMEHTAa HCIIONb30BaM OECIBETHBIH MOHOKPHCTAILT
mwractuayatoro raburyca (0.6x0.2x0.2 wmm). Kpucramn MOHOKIMHHBIN, MapaMeTpsl
JJIEMEHTApHON SIYCHKH, ONpeAeIeHHONH METOAOM HaumMEHBIINX KBaapaToB 1o 40 pediexcam B
uHTepBane yriaoB 0 8.5-35° mpuBenmensl B Tabn. 4. OmpezeneHue MapaMeTpoOB M IMOTyUYCHHUE
JKCIIEpUMEHTAIBHOTO Martepuaia mnpoBeneHo B audppakromerpe KUMA (KM-4) mHa CuK,
(rpaduTOBBIII MOHOXPOMATOp) W3IYYEHHH METOIOM /20-ckaHMpoBaHHI. B mpomecce
9KCTIEpUMEHTA I KOHTPOJISI Ka4eCTBa KPHUCTAIIA ¥ U3MEPUTENBHOT0 TpakTa depes kaxasie 100
OTpa)K€HHH H3MEPSIINCh /BAa KOHTPONBHBIX. Pasmmumsa B Hux He mpesbimanu +1%. Bcero
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3apeructpupoBaHo 2298 orpaxenuii, 1978 u3 xoropsix ¢ [>2c (/). PacnmdpoBka u yrouHeHue
CTPYKTYpPBI TIpoBesieHbl 1o 2123 HeHyneBBIM peduiekcaM. B mpomecce MOATOTOBKM MaccHBa K
pacdeTraM  BBOAWJIACh IIONpaBKa Ha  IIOMJIOUIGHHWE, IOJYyYEHHAas OKCIIEPUMEHTAIBHO
(y-ckanupoBanue). CTpykTypa pelleHa NpSMBIMH METOJaMH. YTOYHEHHE IIPOBEICHO B
AQHM30TPOITHOM TPHUOMIKEHUM JUII HEBOJOPOIHBIX aTOMOB. ATOMBI BOAOPOAA HAaICHEI
OOBEKTHBHO U YTOYHEHHl HM30TPOIIHO B paMKax MOJENH TBEpAOro Teyia aias artomMoB H.
3aKTI0YUTEIbHBIC KOOPAUHATH! 0a3UCHBIX ATOMOB IIPUBECHBI B TA0II. 5.

Jst pacueToB ucnonb3oBannuch koMiuiekckl mporpamm SHELXG 86 [12] m SHELX-93 [13].

Tepmuueckue mnpeBpalleHuss 4-eHujiceMHKap0a3oHa 2-aMHHO-5-OpomMOeHn3opeHoHA.
IMomermatror B koOy m HarpesaroT 2.5 4 npu 190-200 °C 8.18 1 (0.02 monp) cun-usomepa 4-
¢dermncemukapbazona 2-amMuHO-5-OpomMOeH30()eHOHa. B BEpXHIOI HYacTh KOJIOBI MMOMEIIAIOT
OXJIa’KAAEMBIH TTaNel] JUIs yJIaBIMBaHMUs BOTOHSIONIMXCS MPOAYKTOB. B mporecce cunTe3a cpenun
BO3TOHSIOMINXCSL TPOAYKTOB HACHTU(HIMPOBAH aHWINH, KOTOPHIH KOHAEHCHUpPYyETCS Ha
OXJIAJKAAEMOM Tanblle. PEaknMOHHYI0O CMeCh OXJIaXTaloT, W3MENbYaloT M A00aBisroT 15 M
xonogHoro xuopodopma. HepacTBopuBmmiics ocafok OT(HIBTPOBBIBAIOT M KPUCTAIUTH3YIOT
HECKOJIBKO pa3 u3 xsuopodopma. [Tomyyaror 3.9 r (61.7 %) coenunenus 7. T. . 370-375 °C (c
pasn.). Haiineno, %: C 53.2; H 3.1; Br 25.2; N 13.3. C,3H,(B1,N¢O,. Beruncineno, %: C 53.19;
H3.19; Br25.27; N 13.29.

MaTouHBIit pacTBOp YIapHBaloT, BBIIABIIHMI 0CaJI0K OTGHIBTPOBBIBAIOT U KPUCTAIUTH3YIOT U3
xaopodopma. TTonywator 1.7 r (27%) 7-6pom-5-denun-1,2-qurunpo-3H-1,3,4-6eH3rpuazenun-2-
ona 4a. T. 1. 263-265 °C. Cnektp SIMP 'H (AMCO-dg), 6, M. 1.: 9.72 (1H, ¢, Ny)H); 9.35 (1H,
¢, NayH); 7.66-7.01 (8H, m, Ar). Haitneno, %: C 53.3; H 3.31; Br 25.1; N 13.18. C4H,(BrN;0.
Brraucneno, %: C 53.19; H 3.19; Br 25.27; N 13.29.
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	R1 = 0.0352, wR2 = 0.0893
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