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HUTPOOEHWIITUPUMUIHBI
B PEAKIIUW C BEH3WIIUAHWUIOM.
CHHTE3 NUPUMUIUHWIBHBIX TPOM3BOIHBIX
2H-WHIA30JIA BOCCTAHOBWTEJIPHOW NUKIU3AINER
3AMEIIEHHBIX JTUBEH30MIA30KCUBEH30JI0B

VcTaHOBNEHO, YTO B pPe3yxbTaTe B3aMMOAeHCcTBHA 2- u  S-(n-
HUTPO(DEHIIT) TMPHMUIHMHOB € OSHIWILHAHUIOM B CHUIBHOUIEIOUHON cpene rpu 65 °C
06pasyioTCs NUPHMEHIHMHIUIZAMEIIEHEDbIE Tu0eH30mIa30KCHbenzona. Ilpe Gomee HUBKOM
TEMOEPATYPE CTEIEHb TPEBPAUICHHS YKA3AHHBIX PEATEHTOB HU3KA M NIOIYIaeTCsS CIOXK-
HAas CMECh IIPOAYKTOB. BOCCTAHOBIIEHHE CHHTE3UPOBAHHBIX POM3BONHAIX 23CKCHOCHI0IA
[IPUBORMT K 3aMemerubM 2H-unmazonanm.

IIpomoixas W3y4yaTh BIAMIHUEC NTHPAMUARMHKISHOTO 3aMECTHTENS Ha CBOMCTBA
ApOMATHYECKHX HUTPOINPOM3BOAHBIX [1], ™Mbl oOpatwimce K peaxiwmu
n-HATPODEHMIIMMPUMATIHOB ¢ OSH3WINAAHNIOM B CHILEOOCHOBHOM cpene {2, 3 1.
BzammMoneiicTeie apoMaTHYeCKHX HHTPOCOSIMHEHNN ¢ 3aMeIeHHBMY GeH3MIIA-
aHMIAMY KCOOJIB3YEeTCS Kak id cuHTesa 2,1-Oensmsoxcaszonos [3, 4], Tak u
IPONYKTOB WX BOCCTAHOBJEHHS — O-aMUHOOEH30(DEHOHOB, SBJISIOMIXCS
ECXOXHBIME COSTHEENSMH IS NOAYUYeHHS moamMepos [5—7], 6emsoxuasennu-
B0B [3] W OpyruX HpaKTHYECKH MHTEpPEeCHHX kjaccos coepmmenumit {81 Cpemm
reTEPOLAKINYECKUX COSTUEEHHE B ITY peakuuro ObUIK BOBJCUYCHB! |-3aMermeH-
HBIE S-HHTPOOCH3MMUZA30/IEI, YTO IPUBEIO X IOJYYECHHIO COOTBETCTBYIOIIHX
AMIIA300eH3M30KCA30/I0B, BOCCTAHOBICHHANX Aaiee A0 N-3aMEIMERHEBX S-ama-
HO-0-GenzombeH3uMEARasoIos [9].

B mreparype wuMmeoTCd CBEmeHMS O HEONHO3HAUHOCTH MNPOTCKAHUSI
VKA33aHHOM pEaxnuy B 33BUCHMOCTH OT CPEIbi, KOHICHTPANUU WMCXOTHBIX
PEarcHTOR, XAapakTepa OPYruxX 3aMecTuTenedfl B aPOMaTHUECKOM  Sape,
comepxanieM mHuTporpyumy, wmusix (akrtopos [10—12] w orMeuaercd
BOBMOXHOCTE 00pa30BaBMda pA3jMuYHBlX KPOAYKTOB BCACHCTBHE CJOXHBIX
OKMCINTENFHO-BOCCTAHOBUTENBHEIX miporeccos [13].

B xauecTBe WCXONHBIX COCHWHEHWE Hamy OBUTH WCIOJB30BAHBL 2- #
S-(n-rmrpodenwn) mupumunmesl  (Ia—s). YcramosieHo, UYTo B3aWMOICHCTBHC
OeH3unEanEnna ¢ coenruenreM 16 B meranone 3 upucyrcrsuy KOH mpu 0...5 °C,
T. €. B YCIOBHSX PEakuuy OCH3WINuanuna ¢ 4-aurponvdermioMm u ere 4’ -xaop-
win Gpomzamemiennsivu [14], me wmeer mecra (rabia. 1, merommga A) u
NpaxTHUYECKE HE MPOMCXCOUT C CoennHeHnaMu 1a,6 npu temmeparypax xo 45 °C.
3T0 yKa3bBAET Ha MOHVDKEHUE PEAKITMORHON CIOCOOHOCTY HUTPOAPOMaTHYECKOTO
cyBerparta Ipu 3aMEEE B HEM aPU/IBHOTO 3aMECTATET HA 3JIEKTPOHOAK I TOPHEI
pEMERELTBERE {15 ].

B toM xe wmATEepRaNe TEMODEPATYp, HO TPU WCIOJIb30BAHWE B KadecTBE
pacteopureng IMCGO (Meromuka B) wm cMecu Metanon — N-METHIIMPPOIRTOH
¥ VBEIMYEHNY KOJIMYECTBa ocHoBaHus (Merommkxa I) Gospmag vacts (mo 80%)
WCXONEHX coegwHeHwd la,0 BO3BpAINAJACh HCHM3MCHHON, a NPONYKTHL HX
NpeBpameHuii OpencTaBasuim  cobol  CloXHee coMmecn. B cayuae S-(n-
muTpodenwn) mupumuanda (Ia) mamHble MacC-COEKTPOB BHICOKOTO Pa3pemISHUST
OTHE/JbHBIX KOMIIOHEHTOB TaKOH CMECH, BHIEACHHBIX XpoMartorpadwueckw,
VKa3bIBAKOT Ha HAJIWUME B Hel S-(mupaMunuamwi-5) -3-dpeumnn-2,1-6ensnzorcaso-
na (Ifa), 2-ammso-5- (mapuMmupnani-5) beasodercaa (I11a) u 4,4 -ma (mmprvi-
mmams-5)azobensona (IVa). Amamormuso, B orydae S5-(n-murpodenun)-2-de-
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HOOHpAMEIMHEA (I6) B OpORyXTax peakmmu 3a(uKCApOBAHBI OCH3W30KCZ3071
(16) m ammucber30hernon (I116).

IIpu noswImEeHNE TeMOEPATypHl peakmuonHo cmecu 1o 65 °C (Metommka IT)

u3 CeH3WINMAHEAA M HATPOIPOM3BONHOLO la OB MOXyueH IIPeHMyTISCTBEHHO

TalOGxwuima 1

Veaosms M pesyJbTarsl B3aMMOEHCTBUS HHATPO(MEHMIIIAPAMUINHOB
Ia—e ¢ OCHIMIMHAHHEOM

He- YCI0BHST peaKmMi® Pe3ynsTaThl peakiuu
Mero- | 9%
~{ mpe |MOWBHOE COOTHO- KOJI-BO IPOROT- -
THKa coeRH- ImeHue PacTBOPHTENE P, ToC JKHTENb- :o;; THPORYKTE]
wemme | 1 ¢ BeHSHIOHa- (Pm) MU/ MMOJb ’ HOCTb, F % peaxmam®
HEI : OCHOBaHHE I g % :
A 16 1:1,6:32 MeOH 7 0...20...60 7 97 —
b Ia 1:1,2:18 MeOH-MATI, 8 45 42 95 —
3:1
B Ia 1:1,2:18 IMCO 11 25 24 80 _
T Ia 1:1,2:32 MeOH-MATIL, 8 45 33 80 | Ila, 1Ia,
3:1 IVa
16 | 1:1,2:32 | MeOH-MAT, 8 45 38 | 92 |16, II6
3:1 .
I Ia 1:1,2:32 MeOH-MAIL, 6 65 7 — | Va, Via
3:2 (cremer)
% 1:1,2:32 MeOH-MAII, 6 i 65 1,5} — V6
3:2
Iz | 1:1,2:32 | MeOH-MATI, 6 65 L5 — | Vs
3:2°

* Tio merommkam A, B, T, JI B kauecTBe ocHoBammsa Hcnoissopaicad KOH, mo merommke B — NaOH; MAIT —
N-MeTIIHX-QHPPOJUICH; TeMIepaTypa MpOBENeHNS peaknuy o MeTomuke A: mpu 0 °C 4 v, satem mpu 20 °C
1w u opu 60 °C 2 u (chfl4]).

BrIxOFs! yKasaHbl B Tabi. 2; B ONBITEX [IO0 METOREKaM B u JI BbIiclleHNE K HECHTH(HKANKS IPYTHX LIPOXYKIOB,
KpOME YKa3aHHBIX B Tabn. 1, HE DPOBOIHIHCH.

+2
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Tabaumpma 2

XapakTepHCTHKH CHHTEZMPOBAHHBIX COCIAHEHUN

WK coexip,
— L
Coenn- Bpytro- Tom VY, ecMm 1 CHeKTp Bgr_
HEHHE dopmyna °C X %J,I,
c-o | wu | BEET Amax, 5 (g ©)
MTa* Ci17H13N30 147...149 1615 | 3325, | Brauox 252 (4,32), 308 10
3430 (4,23), 395 (3,70)
Va C34H22Ns03 254...257 1675 — IM®A 360 (4,35) 53
V6 CasHz0N6O3 309...312 1675 — MDA 285 (4,69, 65
368 (4,57
Ve Ca6H3oN6O3 297...30C 1665 — MDA 312 (4,71, 40
365 (4,49)
Villa | C34H2oNgO 238...242 1670 — DTaHon 263(4,75), 80
312 mn. (4,37)
VIIE | CasH30N6O 244...247 1670 — JIMOA 300 (4,82) 83
X1 C17H13N30 212...213 1670 3300 | Dranon 220 rwn. (4,25), 17
295 (4,43)

* IpuBefeHBI XapaKTepHCTHKK 06pasha, CHHETESHPOBAEHOIO M3 coefmHeHus X.

ONWH TPOOYKT, KOTOPHIA, IIC AAHHBIM MAaCC-CHEKTPa, CKA3aJICH HE OXHUTAEMBIM
GenzmzokcasonoM 1la, a 2,2 -nubensonn-4,4" -mu (MEPUEMAEANEILIT-S ) A30KCHGEH30-
aoM (Va) ¢ HesHAYRTEIBHOW mpyMechio azobenszona (VIa). B rex xe ycnosmax
B3anMOnEHCTEHE GeR3WIIUannaa ¢ COeNMBCHIaMA 10,8 TIPUBEIO K COOTBETCTBY-
OMMM OKPaHICHHEIM asokcmcoenmuenmaM (VO,B). B VIK cmexrpax HpoRvKTOB
Va—s (tabn. 2) wMEOTCI HOJIOCH IOIVIOIEHMS BaJASHTHHIX Koiebamwii rpynm
C=0 apomarmueckmx xeronoB mpu 1605..1675 ®W OTCYTCTBYIOT IOJIOCH
BaJeHTHBIX KomeGamuit N—H B obmactu 3100...3500 ™', B cuektpe IIMP
coeguuenus Va, castoro B CDCl3 (taba. 3), B craboM mose o0HApYKUBAIOTCT ABA
OTHENIBHBIX CHTHAMAA OUPUMUAZUHOBEIX TpOoTOHOB 2-H ¢ coormomenwem
WHTETPaNbHEX WHTCHCHBHOCTEH 1 : 1, 4T0 yKa3mBaeT Ha HEPAaBHOLICHHOCTD ABYX
IUpEMANEEWISHEIX 3aMectrresicii. Curnaast npotomos 4-H m 6-H mmpmmu-
OUHWIGHBIX TPyIID B CHOEKTPE COCAMEHEHWS VO NPOIBIATIOTCE B BHEOE ABYX
CHHIVIETOB C COOTHOIIEHHEM WHTEHCHBHOCTEH 2 : 2, a B CIIEKTpe COequWHEHUE Va
(& CDCI3) — B Buge ONHOI0 USTHPEXIPOTOHHOrO cuHraera (taba. 3). Panmee

o-

PhCH,CN /
—_— . N + ———— R N=0
\ - H,O
OH -
PhCNHC H CHCNPh
I
R NO, 4
CHCNPh 'l
* R N
COPh
Vv -=— R NO,

COPh
I
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apyrme aptops [12, 13] ormeuamm oOpasoBaHme B Takod peaKIum
A30KCHIIPOM3BOAHEIX KaK € 0-O0E€H30MIBHON IPYyIIOH B ApPOMATHUYESCKOM KOJBIE,
Tak u 6e3 Hee, m yxe Torna ObUTo moka3aueo [12 ], uTo MOBHIICENE TEMIEPATYPHI
peaKnu@ TPHBOAWT K  YBEJAWUCHWIO BBIXOAZ A30KCHIPOM3BONHOTO TIPH
ACYC3HOBCHUM B PCAKIMOHHOM CMECH 3aMenTenHoro 2,1-0eH3n3okcasona.

O6pazosadue pasIWUHEIX HPONYKTOB B -~ pEaxumu OCHSWIIHAHHAA C
apOMATHYECKEMHI HUTPOCOETUHEHMAMA OOBIYHO OOBSCHIIOT HPOTEKAHHEM PIHa
Iapajie/bHBIX MPEBPANIEEvit, KOTOpPBIE MOryT IpmBoguTe K aso- (VI) =
azoxcubensogpenonam (V). Tak, B cootseTrcreuy ¢ naHHEbBIME pabotsr [16 1], omma
w3 myreir sxmouaer obpasosamme Oem3wsokcaszonoB 1I, Koropeie uepes
npomexyTtounsie muTpennt (cM. [3]) moryr masate asocoemmHenma VI Jlaa
APYTOTo IYTH PacCMaTPUBAIOTCS OKWCIUTEIBHO-BOCCTAHOBHTEIBHEIC IPOECCH,
TIPOTEKAIONIAE B CHCTEME KAPOAHWOH—HHUTPOCOCIMHEHNE, KOINA OCHOBHBIME
IpOAYKTAMM peakumu CraHoBarca asokcmmpomseopubie [13].  Ilocremsme
mpeppamieHEns OpeoOAamaroT mpu 0oslee BEICOKAX TEMIIEPATypax M MOIYT
TIPHBOIUTE B H3y4YaeMOH HaMM peaknuy K o0pazopanuio coemusenmi 111, IV, Vi
VIL

Tabnunoa 3

JauHBIC MAcC-CIEXTPOB ® CuexTpos IIMP CHHTE3HpPOBAHHBIX COCTMHEHUMH

Crextp TIMP, 9, m. 1., KCCB (J), Tn*

EIE;KHKIZ' Mace-CrieKTp, m/z pacrso- HHet

p—— 2-H 4-H, HAr
: (1H, 6-H
9] ©

ia*? | 275 (M+), 198 (M-CgHs), | CDCl3 9,06 | 8,76 2H) | 8,07...8,58 (4H, ™),
170 M-CgHsCO), 143, 7,58...7,38 (GH, M),
116, 105 (CsH5CO), 89, 77 6,86 1H, @, /=8,5)
(CsHs)

Va 562 (M+), 546, 502 (M-60), | CDCl3 9,24, | 8,93 4H) | 7,85...7,30 (L6H, m),
457  (M-CgHsCO), 105 9,21
(CcHsCO), 77 (CsHs) AMCO-D6 9,24, | 9,24 8,09...7,97 (4H, ™),

9,20 | 2H), 7,66...7,61 (6H, M),
9,20 2H) | 7,60...7,45 (6H, M)

V6 714 (MY), 698, 654 (M-60), | AMCO-Dg — 9,35 8,49...8,42 (4H, ™),
609 (M-CgHsCO), 505, 105 (2H), 8,19...8,06 (5H, ™),
(CeHsCO), 77 (CeHs) 9,31 2H) | 7,79...7,64 (6H, ™),

7,61...7,51 (11H, m)

Vs 714 (M+, 2%y, 609 (M~ | IMCO-Dsg — 9,31 (4H) | 8,89...8,11 (7H, ™),
CsHsCO), 466, 450, 105 8,11...7,73 (9H, ™),
(CsHsCO), 77 (CsHs) 7,73...7,43 (10H, ™)

Villa | 530 (M+), 501 (M-29), 453 | CD{l3 9,20, | 8,98 7,83...7,19 (11H, M),
(M-CgHs), 425 M- 9,11 | 2K, 8,9 | 7,33 (5H, o
CsHsCO), 149, 105
(CsHsCO), 77 (CsHs)

VIIEG | 682 M), 653 (M-29), 605 | IMCO-Ds — 9,36 8,45 (4H, M),
M-CgHs), 577 M- Q2H), 8,23...8,07 (3H, ),
CeHsCO3, 447, 105 0,26 2H) | 7,78...7,64 (5H, ™),
(CeHsCO), 77 (CsHs) 7,55 (8H, m)

Xi 275 M7, 105 (CeHs5CO), | CDCl 9,17 { 8,93 2H) | 7,91..7,84 2H, n. 1,
77 (C¢Hs) J =8,5u 1,8), 7,81

(2H, o, J =8,5), 7,58
CH, # J =85,
7,54...7,43 (3H, m)

*  CHrHans! HpoToHcs rpymosl NHp ([a) w NH (XI) mmeroT BHE YIINPCHHBIX
5 CHHIJICTOB Op¥ 629 u 8,02 M. I. COOTBETCTBEHHO.
*“  [IpupefieHbl XapaKTEPUCTHKY 06paslia, HOJNYICHHOIO GEHSOMIMPOBAHHEM COequHEHNs X.
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Ilpr rmopupoBanvi BEZICACHHHX HAMH A30KCHIPOM3BOAHEIX Va,0 6summ
TOJYYEHB CoenuHeHnd, He copepxamue rpyna NH u NH7 (mo cunexrpaabHBIM
OAHHEIM ¥ OTCYTCTBHIO KAUECTBCHHOM PEaKnuy ¢ N-AMMETHIAMAHOOEH3AIbAETH-
nom). IIpocTpaHcTBeHHAsS CIPYKTypa OXHOrO W3 HMX OBUIA YCTAHOBACHA C
momompio PCA [17] xax 2-[2-6ensonn-4- (mupavunanni-5) dbernn 1-5- (mapn-
MEAMHITI-Y) -3-¢besmr-2H-mamazon (VIIIa). CooTBETCTREHHO BTOPOE COCTIMHCHHIE
(VIII6) sBnserca ero OnAWM3KMM aHANOrOM € (DEHWIBHON TPYIIIHPOBKOM B
THAPUMHUATHOBOM KOJIBIE. B Macc-criexTpax TIOMTy YEHHBIX 2H- -HHa3070B VIIIa 6
HaGJnoz[amTcsI xapakTepHsie JtuHnn nosos M', (M-29)*, (M~COPh)*, PhCO* »
Ph', as UK CIIEKTPaxX UMEIOTCS TOJIOCH BaJIeHTHLIX Kone6ahm1 rpyrn C=0 opu
1670 ™M 1, xapaxrtepuEe s Oemsodenonos. B cmextpax IIMP coepmmenwmit
VIiIa,6 B cmaboMm mone WPMCYTCTBYIOT NBOVWHBIE CHMTHAAB HOHPHMHTITHOBEIX
TIPOTOHOB, CBHACTEABCTBYIOMME O HEPABHOLCHHOCTH NBYX NHUPHMATUEOBEIX
KOJIEH, B MOJIEKYJI3X STHX coenmueHmil (tabu. 4). Io-suamMoMy, IPOMEXYTOYHO
obpasyrompecs Npy TIWAPUpOBaHWH ruxpasonpoussopasie (IXa,6) B cmay
npocrpascTeEBoi Ommsoctr rpymx NH w C=O jerko NI@MKIA3YOTCI 10
COOTBETCTBYIOMMX MHAA30JBHBIX TIPOM3BOMHBIX.

PhOC
PhOC O _N \
Va, 6 — R: NH 2
CPh
VIIIa, 6
IXa, 6

CxIoHHOCTS 330-, A30KCH- M TUAPA300eH300B K 00pa30BaHAI0 HHAA30IBHEIX
TIPOWSBONHBEIX IPY HAJUYHUKA B O-TOJOXEHWH KAPOOHHIBHBIX TPYHOI XOPOIIO
n3sectHa [18—20]. Tak, npu sBoccraHosaeHnM 2,2 -gubensomnasobensona G
TOAYYEH 3aMeImeHubir wanazon [18 1.

Homyuennsie asoxcubenzonst Va—s uMeoT B YO CrHexTpax MHTEHCHBHYIO
1ostocy nomromerus B obaactu 360...370 aM. 3Tta moa0ca HCUE3AET IPH IEPEXOHC
X TIDOYXTaM THIPUPOBAHMS —— UH/A301aM VIII, xoTopsie TOrIOMIAIOT B 00MacTH
300...312 =M.

OGHapyxmB npucyTcrere amuuodensodenona [11a 8 peaxumonsoi cmecH npn
B3aHMONEHCTBHH COeRVHEHYS 1a ¢ OEH3MIUAHUIOM | OXHUEas 06pasoBaHAs TOTC
X€ COETHHEHNI OPY BOCCTAHOBICHAY A30KCHIPOM3BOLHOIC Va, MBI OCYIIECTBIIN
BCTpeuHbI cuETe3 ammuobeH30hencna I1fa GensomwmuposarneM 5-(n-amurOde-
") mapaManusa (X) xmopuctsiM OerzomioM B npucyTeTenr ZnCly.

<\ / NH,

N

Ne= la COPh
< NI PhCOCI
—— T
N\ / R T ) *
N N— .
X P
}\1 / NHCOPh

X1

B pesynprare OBUIN HOJy4YeHH ¢ HEBHICOKMMM BHIXomaMmm coemmueHms 111a u
4- (mapuvuerr-5) 6ensasmwmmy - (XI), CTpoeHuMe KOTOPHX —TOZTBEPXIECHO
CeKTpambHEMEA maEEEIMM  (tabmn. 2, 3). B Y® cmextpe mpomykra
C-Gemsownuposanus I[la, B ornmume ot OemsaHwma X1, Habmomaercs
6aTOXPOMHBIA CHABHAr IJIVHHOBOJHOBOW HOJIOCH IIOIIOICHNUS. BEeH3OHINPOBAHUE
TOro xe coenunecrns X 8 npucytcrsmu AlCl3 npuseno mvms x Gersamwmngy X1.
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SKCIEPUMEHTAJIBHALI 9ACTH

Cnextper IIMP CHHTE3MPOBAHHBIX COEHMHCHMIT 3amucaunl Ha npubope Bruker WP-200 SY
(sryTperHuit ctaupapt TMC unn curnan IMCO npu 2,50 m. 1.), K criexTpst nosmyuens: Ha npubope
Specord M-80 s Taberxax KBr wmm 8 pacteope CHCls, Y@ crextpst — Ha cniexrpodoromerpe Specord
UV-vis. Macc-cnexTphl peruCTpHpoBasns Ha cniekrpomerpe Finnigan MAT-8200. ®usuko-xumuueckue
H CIIEKTPAJIbHBIC XaPAKTEPHCTHKH COSIMHEHM NTpUBENEHb! B Tabn. 2, 3.

Hanupie snementroro aramsa #a C, H, N COOTBETCTBYIOT BbIUMCIICHHBIM 3HAUCHMIM.

Hcxomubie (-HMTPOdEHII) MMPUMHIHHDI [a—B CHHTE3HMPOBAHE] B3AMMONEACTEHEM COOTBETCTEY -
FOINVX TPMMETHHHMEBBIX COMIEM C aMMAMHAMMN B IPHCY TCTBHMIM OCHOBAHMI 110 YJIVUIIEHHON HAMM METOIUKE
[21]; yxasaHHbIE peareHTH! NPUMEHS/HI B MOJBHBIX cootnomenmax 1,0 : 1,5 : 1,5 (ocmosanue—
CH30Na) mwmm 1,0 : 1,5 : 1,0 (ocuosanre—NaOH). 370 rmossomuio noiyuuts Caab00KpameHHbIE
MPOAYKTHI, NPHromHele K pabore 6e3 ROMOMHUTENBHOI OWMCTKH, C poixomamu 46 (Ia), 97 (I6) u
81% (Is).

B3anMopeiicTere OGeH3WINUANKAA ¢ coequnendsmu 1a,6 (Metoauxu A—T). X pacteopy KOH 5
meranone (unu NaOH 8 IMCO no metomxe B) no0aBagior cyCrieHsio GeH3UMIMARKIA ¥ COSTHHENHS
Ia (i I6) B pacTBOpHTENE. PEAKIHOHHYIO CMECH TEPEMEIMBATOT HECKOTHKO 9ac0B npu 0...45 °C (tab.
1), manee moSasnsror Bomy # 10% HCI mo pH 5...6. Bomasimii 0Cafox, CONEPKAUEIL B OCHOBHOM
ucxopHoe coexuHenyue I, 0TdhIIBTPOBLIBAIOT, IPOMBIBAIOT METAHONOM (M sTunaneTaToM) . Dunbrpat
(meronuka I') axcrparpyioT adHpoM, 3KcTpakT cyimat ag MgSO4, o6bemsHsIOT ¢ METAHOIOM (3THUI-
aneraToM) NOCJIe MPOMBIBKM 0CafXa, YIIAPHBAKT M OCTATOK XpomaTtorpadupyior na xoaounxe ¢ SiO2,
HCOOMB3YS B KAUECTBE SMI0CHTOB TIOCNEN0BATEIbHO HeTponeitHbiit adup—3dup (1 : 1), adup, adup—
asrunanerar (1 : 3), sranon. Cobpannsie 0TResLHO PPAKLHH YHAPMBAIOT H AHATHZUPYIOT € TTIOMOLIBIO
Macc-criekTpockonum. B ciyaae vexonnoro la 8 coorsercTByIOmX (paxisx unestHOUIMPYIOT Coe-
muueHns: Ia, 5-(mupuMumuaen-5) -2, 1 -6ensusokcason (Ifa, Mt Haimeuo: 273,0915, C17H11N30, BBI-
qucneno: 273,0902), 2-amurao-5- (mupuMuanniea-5) 6enzodenon (1la, m* Haiineuno: 275,1046,
Ci7Hi13N30, Beruscneno: 275,1058) u 4,4’ -pu (nupumuguui-5)azobenzon (IVa, M * natineno:
338,1251, C20H14Ns, soraprcneno: 338,1279). Coenmuenye Ila mo mace-cnextpy u TCX (sauerme R
M XAYUECTBEHHAS. PEAKUMS HA AMMHOIPYINLY C TUMETHIAMHHOOEHIANBICTHAOM) HMASHTHUYHO 00pasily,
[OTYYEHHOMY GEH30MIHMPOBAHUEM COCTMHEHMS Xa.

B ciryuae ucxopHoro coepmuenns 16 (Meropmka I') B nomyweHHbIX (pakupsx HAEHTHDHIUPYIOT
coepmuenns: 16, S-(2-penrvmmprmvmnuur-5) -2,1 -6ensuzoxcason (116, M* Haigedo: 349,1238,
CH1sN30, soravcrero: 349,1215) u 2-amuuo-5- (2-bemvumupmvmminm-5) Gensoberon (116, M*
uaiigeno: 351,1343, CasH17N30, seraucaeso: 351,1371).

2,2"-Iubensonn-4,4’ -qu (WupuMuausnr-5) azokcubenson (Vay (veroqukall). K pacteopy 25,21
(0,45 mous) KOH B 70 Mt MeTanosa 5o0asngior ropaumit pacreop 2,8 r (0,014 Moms) coenuneris Ia u
2,0 r (0,017 momb) Gengrumpaimaa B cmecu 40 Mt MeTaHoma 1 50 Myt N-MeTHInUpponsiona. Peakim-
OHHYI0 CMECH iepeMenmBaioT npu 60...70 °C 7 u, oxnakxaoT 40 KOMHATHOM TEMITEPATYPSI, HOOABITIOT
150 »z Bopnr 1 10% HCl mo pH 5...6. Beimasutii 0Canok OTHIBTPOBLIBAIOT, IPOMBIBAIOT METAHOJIOM
¥ BORIOH, KMTIATAT € 50 MIX METAHOJA MITH STHALIETATA, ord)pmmposbmam IOBAXKIBI KPHCTAJUEFBYTOT U3
JIM®A, noxyuarot 2 1 r mpoxyxTa, KOTOpbIi, N0 JAHHBIM MACC-CIIEKTPOMETPHH, MPENCTaBAIET COB0IT
coenmHeHue Va ot HaimeHo: 562,1782, C33H2aN¢O3, soramcneno: 562,1752) ¢ HEe3HAUUTEIBHOM
IIPIHMECHIO COOTBEICTBYIOMEro asobensona VIa (M wafineno: 546,1823, C3sH2N6O2, Beramcrero:
546,1803) . Anamutitaeckuit 00pasew; a30KCHOeH30xa Va NNy JaoT AanbHeHmest O4HCTKOMN YKA3aHHOTO
nponykTa. HocnenHmit nanoCsaT HA KOJOHKY € Si02, IPOMBIBAIOT NOCAEIOBATENBHO 3DUPOM, ITIHITALIE-
TATOM, METAHONOM, fAafdee CMbisaioT ropaumm MDA, BLicaxkuBaiOT M3 OXJIAXKIEHHOIO PACTBOPA B
JM®DA B070ii 11 DOBTOPHO XPUCTALTHIYIOT U3 JIMMA.

Af_lﬁﬂOI‘H‘«IHO 13 coeppHeHt 16,8 NOMYUaIOT A30KCUTTPOU3BORHbIE V0,8 COOTBETCTBEHHO.

2-[2 -BEHSOI/UI‘-4—(HHpI’IMHE{I/]HPUI-S) dennn] -S-(mupuMugnHENI-5) -3-besna] -2H- napasonx
(VIX¥a). Duapupyror 0,5 r (0,1 mmons) coemuuenust Va B cmecH 25 mu 971anona u 25 MJI yKCyCHO#M
KMCHOTHE Ipy atmMochepHOM AaBaenuH Boxopoaa B npucyrcrsun 0,05 r Pd/C (4%) n0 npekpameHus
nornomenus sonopoga. Karanusarop orduiasTpoBsiBaiT, QUALTPAT yNapHuBarT, OCTATOK
obpabareisawt pacrsopom NaHCOs3, skcrparupyior CHCls, 3KCTPakT yHapuBalOT, OCTATOK
KPHUCTAIIIHIYIOT M3 3TaHona, noavuarT 0,33 r coemnenus VIITa.

AHaIOTHUHO, M3 a30KCHITPOM3BOIHOrO V6 noayuator uupason VIIG.

2-Avuro-5-(mapamuguau-S)0ensodenon (I11a) u 4-(mupumuanna-3)Oenzammn (XI). K
cMecu 3,4 1 (0,024 monw) xnoprcrtoro Genszomna kit 2,3 r (0,017 mosmb) Gessomnoro ZnClo, varperodt a0
140 °C, B regense 30 Muu nopuumsvu gobasusaror 1,9 r (0,011 moms) coemmuenms Xa. TlonyueHHyo
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Macey BbimepxuBatoT 1 anpu 200 °C, oxnaxaaror xo 100 °C, noGasmsor 3a 45 Mux o xarwiam 7 mu 60 %,
YKCYCHOHM KHMCIOTBI, DPIUMBAIOT 11 MJI KOHH. cepHO# KMCIOTHI, KUMSTIT 4 9 M OCTABISIOT HA HOUB.
Peaxiuonnyio cmecs ebuiMearor Ha 100 riepa, sxcrparupyior CH2Cl, skcrpakr npomsisarot S0 v 3 H.
HCl, sarem 5 u. NaOH (3'x 50 mn), cymar MgSOQa4. PacTsopsress YIapuBaioT, OCTATOK PaCTHPAIOT C
50 v Genzona, ordrutsTposssaoT 0,5 r coemmmenus X1, Tny 212...213 °C (u3 stanona). Maroussiit
PacTBOp IPONYCKAIOT uepes okt Si02, ynapusasor, nony4a:ot 0,3 r coenunenus ia, Tng 147...149°C
(u3 neTpoeitHoro 3gupa). .

B TeX e yCIOBMIX, HO B IPKCYTCTBUM Ges3sonaoro AlCIs (emecto ZnClh) coexmuerue X1 moxyyaror
¢ sorxomoM 21 %, Tun 208...210°C

Hannas paboma eblnOAHEHa NP @uuaﬁcbsozl noddepxke MexoyHapoonozo
HayuHoz0 QoHlOa, epanm Ne NONOOQ.
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