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CHHTE3 IPOM3BOIHEIX
BEH30®YPA3AHA B BEH30®YPOKCAHA HA OCHOBE
1,4-THOKCACIIPO[4,5| TEKAH-8-OHA
H 4-TAAPOKCHALMKIOT EKCAHOHA

Hcxomas w3 1,4-mmokcaciupo[4,5]nekan-8-oma ¥ 4-rEApOKCHIAKIIOrEKCa~
HOHA CHHTE3HPOBaHBL NPOM3BOXHEIC TeTparzapoben3odypaszana M TeTParuupo-
6emsobypokcaHa, COASPKAITUE B HOJOKEHAN 6 IUKIA THAPOKCH- K JHOKCOIa-
HOBYIO rpynmy. M3ydeHo noBefjeHHe HONYYCHHBIX COCAMHEHMH B YCIOBAAX KHC-
JIOTO THAPOJH3A:

Karodesnle ciosa: OGemsodypazansi, Oen3odypoKCaHEl, I'MEPOKCAMMIHO~
KETOHEL, JHOKCHMEIL.

OyHKIMOHANBHEIE IIPOM3BOIHBIE OeH30(ypazana u OeuzodypokcaHna
IpYBJIEKAlOT BHIMAHHE WCCASNOBATENeH, MOCKONBKY HEKOTOphbIE W3 3THX
COGMHEHHN NPOSBIAIOT OMOJIOTHUECKYIO akTHMBHOCTH [1], B TOM wumcie u
pectuimnayo [2]. TIpsaMmoe BBemeHHe 3aMecTHTENeH B OEH30MBHOE KOJBIO
Genzodypaszana ¥ GeHzopypokcaHa 3aTPyIHHTENBHO BBHAY DJEKTPOHOAKIIEST-
TOPHOTO XapakTepa WX TeTepoLMKIOB. Hamu MOKasaHO, 4TO HCXONS H3
2,6-IHU30HNTPO3OLHKIONEKCAHOHA MOXKHO JISTKO TOJIYYHATE TETParnapo-
npousBofHbie OeH3zodypasana u OeHzodypokcana, a Takke 4,5-ARTHIPOTIPO-
m3BOIHbIe Oensonudypasana, GeHzomudypokcana u Gensodypazanopypokcana
[3]. Upencraensuioch MHTEPECHBIM CHHTE3MPOBATH MOJOOHEIM IyTEM TeTpa-
THApONIPOM3BOAHBIE GeHzodypazana u GeHzo(ypoKcaHa, colepKalllie KeTo-,
TUAPOKCH- WM JPYTYIO (QYHKLHOHAABHYIO IPYIIY B INECTHWICHHOM ITHKJIE.
B KauecTRe HCXONHOTO - COGNMHEHHMS JUII CHHTE3a OBUI  HCIIONB30BAH
1,4-prokcacmpof4,5]nekan-8-o# (1). Ilpr BuTpO3UpPOBaHHAK HOCIETHETO JIETKO
o0pasyeTcs HaTpueBas CORb €T0 7.9-ANTHIPOKCHMHHOIPOHU3BOAHOTO (2).
BaanMoneiicTBHE COeIUHEHNAS 2 C THAPOKCHIAMIHOM MPUBOJIUT K TPUTHIPOKC-
HMHHOIIPOH3BONHOMY 3, KOTOpOe Ipu 00paboTke THNOOpOMUTOM HAaTpUS WU
IpH KUIITYEHMH B BOJHOM aMMHaKe MpEeBpainaercs B COOTBETCTBYIOIMIHH
3aMelneHHbI TeTparaapobenzodypazan (4).

B pesynpraTe OKWCIICHMS COSHMHEHHS 3 a30THOH KHCNOTOH oOpasyercs
3aMeINeHHbIH JUHUTpoTeTparuapobenzodypokcan (5). IIpH OKHCIIEHHH TPHOK-
cuMa 3 OpoMOM B YKCYCHOH KHCJIOTE B IPHCYTCTBHHM alleTaTa HaTpus ObLI
NOJIyYeH 3aMeIleHHBIH THIPOKCUMHHOTeTparuapoderzodypokcan (6). MoxHO
IPEIIONOKATE, 9TO NOJNOXkeHHe N-OKCHAHOTO aToMa KHCIOpOJa B COCIHHE-
HUSX S5 ¥ 6 aHajoruYHO TOMY, KOTOpoe HabmomaeTcs NpU OKWCIICHHH
1,2,3-rpurunpoxcumunormiorekcana (cp. [3]). Crpoenune coemnuuenuit 46
COTTIACYETCH © MX CHEeKTPAILHEIMU XapakTepucTukaM# (taba. 1-3).
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JuokconmanoBas rpynompoBka B (ypokcaHe 35 okasalach BechbMa
YCTOWYHMBOM K THAPONHA3Y Kak B pa30aBICHHBIX, TaK M B KOHIIEHTPHUPOBAHHBIX
pacTBOpax COJSHOH M XJIOPHOHM KMCIIOT, HO [IPH JeHCTBUM HA 3TO COSIMHEHME
YKCYCHOTO AHTHIAPHAA B TPUCYTCTBHH CEPHOH KHCIOTHI JIErKo obpasyercs
aIleTOKCHITOKCH3aMeIe bl  HuTpobeH3odypokcan (7). OTHICHAHOKCH-
3aMeIIeHHBIH THAPOKCHMUHOTETparuapoben3odypaszan 4 moj neiicTBHEM pas-
GaBITeHHON CONSTHOW KHMCJOTHI IpeBpamiaercs B JUrHApokcuOeH3odypasas 8.
Terparuapobersodypokcad 6 B YCIOBHSX KHCIOTO THADONH3a Pasliaraercs,
BEPOSATHO, BCIIEACTBHE 00pa3oBaHMS KpaiiHe HeYCTOHUMBOro 4,6-THTMIPOKCH-
Gensodypokcana (cp. [1]). Ilpu B3aumonericTeuu TeTparunpodensodypasana 4
¢ xjopHOlH kmcioTOH OBUT HOMydeH IPOXYKT, KOTOPOMY Ha OCHOBaHHM
CIIEKTPANbHBIX JaHHBIX M Pe3yJIbTATOB 3JIEMEHTHOrO aHa/Ik3a Obula IPHITHCaHa
CTPYKTypa coenunaeHus 9. Bo3MmoxxHsIe TayTOMepHbIe GOPMEI OCaeaHEro (a-d)
npezcrasnensl Hmwke. B MK cnekrpe nponykra 9 HabmomaeTcs MOTJIOMIEHUe
cs3ir C=N (1pu 1650 cM ™) 1 oTCyTCTRYeT Hooca rorsomenns cassu C=0.

OH
’ N
4 HCI =
7/
H,0 HO \N
lHClO4 8
NOH NOH NOH NHOH
/N\ )\I\ /N\ S /N N
(O ———] 0= 0 = (0]
=~ 7 ~. 7 ~ 7 ~ 7
HO N o) N  go N HO N
a b c d

B crextpax SIMP 'H, custeix B amerome-ds u JIMCO-ds, mMeercs Tpu
[PYHIIBl CUTHATOB, KOJMYECTBO M HHTEHCHUBHOCTh KOTOPBIX AJId yKa3aHHBIX
CIeKTpOB He copmagaroT. CursHanel B obmactmm 3.5-3.9 oTHeceHbl HaMM K
nporoHam ¢parmenra CH,, 5.8-6.5 — k mpotony ¢parmenra CH, 8.3—
12.4 M. 1. — k mporonam 3amectureneit OH, NHOH, NOH. Ha ocnoBanuu
aHAJIH3a HHTerpaibod WHTCHCHBHOCTH CHIHAIOB MOKHO HPEITIONIOXMTH, UTO
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coenvHeHre 9 HaXODMTCSA B pacrBopax B Buae cMecH srmmepos. B IMCO-ds
OPHCYTCTBYIOT SIEMEPHI a, ¢ ¥ d, COOTHOIIEHHE KOTOPBIX paBHO ~1 1 1:5,a B
aueToHe-dg — srmMephl a—d B cootHomenny ~1 :2: 1 : 1.

JIns TOATBEpIKICHUS [AaHHOTO IPEeNNONIOoKeHHA OBIIM 3alliCcaHbl CIEKTPhI
SIMP °C coenunenus 9 B auerone-ds u B JIMCO-ds. B criekrpe AMP Bc
B IefiTepoanieTone HaOMIOJAlOTCsl YeTHIpe CHUTHAlla aTOMOB YINIEPOJA YPyIid
CH,, getsipe curHana rpymn CH, curaan npu 199.3 M. a. rpymmet C=0 u 14
CUTHAJIOB aToMoB yruepoma B obmactu 140-160 M. A, He CBI3aHHBLIX
C BOZIOPOIOM.

Jlna cMecH uYeThIpeX TayTOMEpOB IOCICAHMX CHIHANOB JO/DKHO OBITE 16,
HO, BIIOJHE BEPOSTHO, YTO XMMUYECKHE CIBUTH HEKOTOPHIX aTOMOB COBIIAAkOT.
Bo3MOXHO TakKe, 9TO B Pe3yJIbTaTe YIIHPEHHsS CHTHaJOB He BCE YIalloCh U3
HMX JOCTOBepHO 3adukcupoBate. B cnekrpe SIMP BC B JIMCO-ds
DPHCYTCTBYIOT IBa CHTHajXa aToMoB yriepona rpyrn CH,, deTeipe curnana
rpyrmn CH u 11 curHanoB aTroMOB yTNiepofa, He CBA3aHHBEIX C BOJOPOAOM
B obnactu 135-165 M. a. JInsg cMecu U3 TpeX COeAHHEHHH NOCIIEIHMX CHIHAIOB
JOJBKHO OpiTh 12, HO, BEPOSITHO, KaK ¥ B NPEIBIAYLIEM CIy4ae, CHIHaIbl JBYX
4ATOMOB yriepoa COBIIaJaroT.

Ilpu obpaborke coemuHeHus 9 OGopruapumoM HaTpus obpasyercs
4-rEapOKCUMHHO-6-ruApOKeH-4,5,6,7-TeTparuapobenzodypasan (10), cunresn-
POBAaHHBIM HAMM TakkKe UCXOHS U3 4-ruapokcuiukiorexkcasona (11). Hurpo-
3UPOBAHUE IOCHCHHETO NPUBOIUT K 4-THAPOKCH-2,6-IHIUIAPOKCAMUHOIIMKIIO-
rexcaony (12), xoropeii npu 0o0paboTke H3OBITKOM  CBOOOIHOrO
rUIPOKCIIIAMUHA TIpeBpalnaercsa B Terparuapobensodypaszan 10. Coenunenve
12 ponydeHO Taxke HHUTPO3UpoBaHMeM 4-0eH30MWIOKCUITUKIIOTeKcaHoHa (13) u
HOCJIEMYIOIHM IIENIOYHBIM THAPOIM30M obpasyromerocs 4-6eH30omnokcu-2,6-
nuruapokcumuHormKiorekcanona (14). Coenunenne 10 npencrasiger cobon
cMech m3omepoB 10a u 10b, oTmuaromuxcs Apyr Oof Apyra kKoHHryparwmen
OKCHMHBIX rpynm. COOTHOLICHHE W30MEpOB, DAa3feCHHBIX XPOMAaTorpa-
duaecku, ~4 : 1. Ha ocHoBaHwMm naHHBIX criextpa SIMP BC u paGorsr [4]
U30MEPY, COAEPIKAHIEe KOTOPOro B cMecH Oosblue, OblIa NpuIucana CTPYKTypa
lﬂa c E-xoudurypanueii okCEMHOH I'PyHIIBL, 4 BTOPOMY H30MEpY — CTPYKTypa
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NOH
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— Ta6nuua 1
& XapakTepuCTHKA CHHTE3WPOBAHHLIX COSAHHEHM
Coenu- Bpyrto- Haiineno, % Y& criexp UK cnextp
i Borancieno, % T. mn., °C i o Boixon, %
HEHME Jopmyiaa A (1g€) oM
C H N

2 CeH 1yN2O5 44.8 4.7 131 225 270 (3.89) 1710 (C=0) 86
44.9 4.7 13.0 (pasn.)

3 CsHiN3Os 41.9 4.8 18.3 182-183 255 (3.84) 73
419 4.8 18.3 (pasi.)

4 CsHoN304 45.5 4.3 19.9 186188 259 (3.82) 1650 (C=N) 50
45.5 4.3 19.9

5 C3HgN4Os 334 2.8 195 138-140 288 (3.45) 1660.(C=N) 64
33.3 2.8 194

6 C3HoN30s 42.3 4.0 18.5 223-225 225 (4.18), 288 (3.77) 1630 (C=N) 58
42.3 4.0 18.5

7 CioHoN307 42.5 3.2 14.8 121-122 285 (3.08), 440 (3.63) 1740 (C=0), 1360, 1550 (NO,) 85
424 32 14,8

8 CsHaNzO3 47.4 2.6 184 149-151 280 (3.60), 333 (3.75) 1650 (C=N) 48
474 2.7 18.4

9 CHsN303 43.1 3.0 25.0 145-148 247 (4.16), 303 (3.64) 1650 (C=N) 52
43.1 3.0 25.1

10a Cel17N;04 47.0 4.6 274 146-148 258 (3.75)
47.0 4.6 27.4

10b CeHyN;0; 471 46 274 186-188 | 258 (3.75) 50
47.0 4.6 27.4

12 CsHgN,O4 41.9 4.7 16.2 200 270 (4.02) 1710 (C=0) 75
41.9 4.7 16.3 (pazn.)

14 Ci3H12N20s 56.5 4.4 10.2 222 235 (3.86), 272 (3.70) 1730 (C=0) 64

: 56.5 4.4 10.1 (pasi.)

* Coesuenus 2, 5, 6, 9, 10, 12, 14 nepexpucraniniosadsl u3 cnupra; 4, 7, 8 — u3 cMecu stuiauerar—rekcay, 1 : 1; 3 — u3 oapl




Coemuinenve 10 mpu neficteim 20% H,SO, rmagxo mpespawmaercs
B 4-okcubenzodypazas (15).

Tabnuna 2

Crexrps! SIMP 'H 1 Macc-cHeXTPSI CHHTeSHPOBAHALIX coeTMHEeRAN

Coenu- XUMIUECKHE COBUTH, O, M. 1., T 0Nk

HeHne B (CD5),80, KCCB (J), Tt m/z (4 %)

2 2.92 (44, ¢, 6- u 10-CH.,); 3.87 (4H, ¢, 214(5) M7, 197(100), 112(25),
2 OCH,); 12.57 (2H, ¢, 2 NOH) 68(25)

3 2.77 (4H, ¢, 6- u 10-CH,); 3.87 (4H, c, 229(10) M'; 212(100), 194(40),
2 OCHy); 11.46 (2H, c, 2 NOH); 12.77 (1H, c, 124(20), 112(25), 86(30), 68(30)
NOH)

4 3.05 (2H, ¢, 5-CH,); 3.18 (2H, ¢, 7-CH,); 211(90) M, 194(100), 155(20),
4.00 (4H, c, 2 OCH,); 12.34 (1H, ¢, NOH) 151(15), 127(40), 112(30), 93(20),

. 86(30), 83(20)

5 3.10 (2H, c 7-CH,); 3.50 (2H, ¢, 5-CH,); 282(5) M*; 242(100), 212(40),

4.03 (4H, ¢, 2 OCHy) 182(50), 166(20), 135(90),
128(30), 113(20), 73(40)

6 2.93 (2H, ¢, 5-CH,); 3.15 (2H, c, 7-CH,); 227(40) M™; 210(25), 197(95),

3.97 (4H, ¢, 2 OCH,); 12.30 (1H, ¢, NOH) 167(100), 112(20), 95(80), 86(70),
68(30)

7 2.00 (3H, ¢, CH;); 4.37 (4H, ¢, 2 OCH,); 283(10) M*; 87(100), 43(60)
730 (14, n, 7-H, J=2); 8.18 (1H, 1, 5-H,
J=2)

8 6.37 (2H, ¢, 5- u 7-H); 10.7 (2H, ym ¢, 2 OH) 152(100) M; 96(20), 69(30)

9 3.5413.88 (mBa c, CH,); 5.83, 6.26,6.27 u 167(100) M™; 139(20), 109(15),
6.34 (c, 1, Jag =2, ¢, I, Jag = 2 cootBercTBeH- | 82(20), 68(30), 52(30)
uo, CH); 8.91, 9.56, 10.60, 10.80, 11,48 u
12.4% (aBa c, xBa yIN. C 1 [BA C COOTBETCTBEH~
no, OH, NCH)

92 3.56, 3.74, 3.85 u 3.94 (uetnipe ¢, CH,); 5.87,
6.30, 6.33 n 6.52 (uetripe ¢, CH); 8.30, 8.66,
9.00, 10.00 1 11.60 {ym. ¢, nBa ¢, 1Ba yiI. C
cooTsercreenno, NH, OH)

10a 2.48-2.58 (2H, M, 5-CH,); 2.99-3.20 (ZH, ™, 169(100) M"; 152(25), 141(30)
7-CH,); 4.37 (1H, M, 6-H); 5.17 (1H, ¢, OH);
12.06 (1H, ¢, NOH)

10b 2.70-2.80 (2H, M, 5-CH,); 3.03-3.05 (2H, M, 124(40), 94(20), 86(20), 66(25)
7-CH,); 4.40 (1H, M, 6-H); 5.18 (1H, ¢, OH);
12.17 (1H, NOH)

12 2.63-3.10 (4H, v, 3- B 5-CHy); 4.13—4.40 (1H, | 172(100) M"; 155(30), 109(20),
M, 4-H); 4.19 (1H, ¢, OH); 12.41 (1H, ¢, NOH) | 93(20), 70(30), 66(25)

14 2.75-3.30 (4H, ™, 3- u 5-CH,); 5.18-5.57 (1H,

M, 4-H); 7.33-7.83 (SH, v, Hpy); 12.79 (2H, ¢,
2 NOH)

* TIpuBeZCHH! IMKA HOHOB C OTHOCHTENBHON HHTCHCUBHOCTEIO Ooee 10%.
5
2 Crrextp SIMP 'H 3anmcan B (CD;),CO.
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Taxum 06pasoM, CHHTE3MPOBAHBL TETPArHAPOIPOU3BOIHEE GeHz0dypazaHa
1 OeHzodypoKcaHa, CONEPKAIIME OKCH- M JMOKCOJAHOBYXO TPYIITHPOBKH

B IOJIOKEHHHU O IMKIIA.

COCIUHEHMH.

H3yLICHI>I HEKOTOPBIE PCAKUHH TIOJYYCHHBIX

Tabawma 3

Cnextpst IMP C npoussoassix 6ensodypasana u GeH3odyporcana

Coenunenns 4-6, 8, 10a,b

Coemu- XuMudecKue CIBUTH, 3, M. I., pactsopurens (CD;),SO
HEHMe
Cay Co Co) Ca Co) Ce) Cas
4 148.2 152.7 302 106.9 33.7 141.8 64.8
5 145.9 111.5 29.7 104.7 385 111.9 65.3
6 155.7 108.3 323 106.6 339 140.4 65.0
8 1433 151.0 82.6 161.7 105.8 146.9
10a 148.4" 152.5 28.0 62.9 313 143.2
10b 138.7 152.5 28.6 63.7 36.2 143.6
Coenuuenue 9
Pacteo- XHMIIECKHE CABHTH, O, M. I
pHTel: CH, CH aTOMBI YIIIEPOJA, HE CBE3aHHEIE C BOZOPOLOM
(CD;),S0 | 25.2; 80.9; 84.8; 139.8; 140.6; 140.7; 145.1; 146.0; 150.7; 150.8;
30.2 91.8; 100.2 152.6; 159.2; 162.2; 163.2
(CD5),CO | 26.2; 83.3; 84.8; 140.6; 141.3; 141.4; 141.6; 142.1; 151.3; 151.5;
30.6; 93.6; 102.6 151.9; 154.0; 154.8; 161.0;162.1; 162.4; 163.0;
35.8;394 199.3

IKCIHEPUMEHTAJIBHASA YACTH

VK cnekrprl 3anucansl Ba cuekrpomerpe UR-20 B Tabrerkax KBr (konuentpammas 0.25%),
YO cnexrper — Specord UV-vis B sramore. Chektpst AMP 'H um ®C momyuems: a
crekrpoMerpe WP-200 SY ¢upmst Bruker. Macc-criekTpsI cHsth Ha Tiprope MS-8200 dupmsel
Finnigan MAT MeTozom mpsaMoro BBOZa 0Opasia B HCTOYHMK HOHOB IPH HOHHSHDYIOLIEM
wanpsokenmd 70 oB. Temneparypa HoHH3aumoHHOE kamepsl 120-200 °C. Xapakrepucruku
CHHTE3UPOBAHHBIX COCAMHEHU ITpUBEACHE! B Tabn. 1-3.
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Coenuaenus 2, 11 u 13 cuaTe3UpOBAHEI IO MeTOAHUKaM paboT {5, 6 # 7] COOTBETCTBEHHO.

7,9-uruapoxcumuHzo-1,4-nuoxcacnupo([4,5]nexan-8-on (2). K cmecun 10 r (64 mmons)
coepunenns 1, 18 r (262 mmoms) NaNOs,, 40 M otaHoRa ¥ 26 M BOAL T0GaBISIOT MOPIFISAME
IIp¥ KOMHATHOH TeMIepaType depe3 kaxibie 8 9 1o 3.1 M1 ykcycHOH KHUCIOTH, INIOTHO 3aKpPhIBas
IOCNe 3TOTO PeaknHOHHYI0 Konby. CymmapHsii o0beMm ykcycHoif kmemotsl 15.5 mi ITocne
HOCIERHEro ee N00aBICHAS HMOMYYCHHYIO MacCy BHIIEPKUBAIOT 8 ©, 0CANOK OT(UISTPOBHIBAIOT,
npomsiBaioT 20 M 50% cnowmpra, cymar. IlomydaroT MOHOHATPHEBYK CONB COSIHMHEHHST 2.
K pacreopy 0.2 r yka3anno# comu B 5 M BoABI O KamsaM fodaemsior 5% pactsop HClL no pH 4.
Ocaznok oTQUIETPOBBIBAIOT, IPOMEIBAIOT BOAOH, cymar. [Tomygaror 0.15 r coemunenus 2.

7,8,9-Tpuruapoxcumuno-1,4-nuoxcacnupo[4,S)xexan (3). K pacrsopy 13 r (53 mmons)
HaTpueBoii conu coenmuenns 2 B 50 ma mMeranona nobaemsoT 7.4 T (106 mmons) NH,OH.HCl u
2.12 r (53 mMons) NaOH. PeaximonHyoo Maccy NepeMenimBaroT IPH KOMHATHOU TeMiepaTrype
3 9 ¥ BEIEEPXKUBAIOT Ipu TOH xe Temueparype 2 cyt. Ocanox NaCl ordunsTpoBsBatoT, Guib-
Tpar ynapuBarot. OCTaToK CyCHeHIMPYIOT B BOZE U 0TQUIBTPOBEIBaOT 9.12 I coeamHeHuA 3.

4-T'uapoxcumuHe-6-3THIeHIMOKCH-4,5,6,7-Terparnapodensopypasan (4). Cmecs 2 T
(8.74 mmoms) Tpuoxcmma 3 u 25 M 25% BommOro pacrsopa ammmaka kuoarar 20 MmH,
OXNIKIAIOT, SKCTparmpyioT stmmaneraroM (3x50 mm). CymMMapHBIL 3KCTPakT HpPOMBIBAIOT
HacbimeHHEIM pacTBopoM NaCl, cynrat mang MgSO,, ymapusaror. XpomarorpadupopaHueM
oCTaTKa Ha KOJNOHKE € CHIMKareneM (dMiOeHT STHialerar—rekead, 1:1) eemmensior 0.92 r
CcoeaUHEHHA 4.

4,4-Munurpo-6-3Tunenpuoxcn-4,5,6,7-rerparuapodenzodyporcan (5). K cycmeusun 6 r
(26.2 mmons) TpuokcuMa 3 B 400 Mn xnmopodopma IpH TepeMEINMBAHWHM W KOMHATHOM
Temieparype no0asmmor 1o karuiM 10 mn asorHo#t kmemotsl (ya. Bec. 1.50). ITomydennbiit
pacTBOp IIEPEMEIIMBAIOT IIPH KOMHATHOX TeMneparype 1.5 4, gaiee IpOMBIBAIOT BOIOH, cymar
Hax MgSO,, ynapuparot. XpomaTorpaduposaHieM OCTaTka Ha CHIIAKaresie (IOEHT XI0podopMm)
BIIEIOT 4.92 T coepuHeHus 5.

4-T'mppoxcuMiHo-6-3THIIeHIHOKCH-4,5,6,7-TeTparnapobensodypoxcan (6). K pacteopy
4.2 r (30.9 MmMons) anerara HaTPHS B 75 MJI YKCyCHOM KHMCIOTH Zobasmsror 3.45 r (15 MMons)
TpHOKCHMa 3 M IePeMENIMBAIOT JO IOJHOTO pacTBOpeHMs mocieaHero. K oxmaxaeHHOMY
pactTBopy Ho KammaM B Tedenve 20 MuH nobasmsioT pacteop 2.40 r (15 Mmons) 6poma B 20 M
YKCYCHOH KHCIOTH. PeaKIMOHHYI0 Maccy NEepeMEIlHBaloT NpH KOMHATHOH Temmeparype | d,
Janee yrapusarotT. OcTaTok CyCHEHANPYIOT B Boze u oTdmibTpoBematoT 1.98 r coenunenus 6.

4-Hutpo-6-(2-aneroxcuaTokcn)oenzodypoxcan (7). K pactsopy 2.0 r (69.5 mmouns)
dypoxcaga 5 B 25 M YKCYCHOro aurmapuma no6aBmmor mo kammM 2 Mia KoHIL. H,SO,,
MEepeMeIUMBAIOT IPH KOMHATHOM TeMIeparype 3 ¥ ¥ BeIIHBarOT Ha 250 1 kosororo mpaa. Ocanox
OTQMIETPOBHIBAIOT, HPOMEIBAIOT BOAOMH, cymar. [Tomysaror 1.66 r coemunenus 7.
4,6-Turuapoxcudensopypasan (8). Cmecy 100 M 1% pacrsopa HCI, 1.0 r (4.74 mmois)
okciMa 4 xuraTaT 30 MMH, OXJIXIOaloT, 3KcTparupyior sdumpoMm (350 ). CymmapHsIif
SKCTPAKT IPOMBIBAIOT HacHIIeHHEM pactBopoM NaCl, cymar Hax MgSQO,, ynapusaror. Ocrarok
cycnéﬁanpyror B xropogopme, ocaoxk oTdunsTpossBaroT. [lomywaror 0.34 r coennHeHus 8.
4-T'uppokciamMuuo-6-0kc0-4,5,6,7-reTparunpodensopypazan (9). K 20 mn xmopaoi
xucnotel gobasmmor 2.0 r (9.5 mMons) oxcuma 4 B MEPEMENIMBAIOT HPH KOMHATHOM
TeMIeparype 5 MHH IO I[OJHOTO DAaCTBOPEHHS IOCIESIHETO. PEaKIOHHYIO MaccCy BBIIHBAIOT
nanee B 400 M BOJBIL, IPOIYKT SKCTparupyrot drunaneraroM (4x100 mm). CyMMapHBIH SKCTPaKT
TPOMBIBAIOT HachmeHHbM pacTBopoM NaCl, cymar mHam MgSO,, ynmapuparor. OcTartok
CYCHIIEHIMPYIOT B IeKcaHe, 0cafok oThmisTposeBatoT. [lomygatot 0.82 r coenunerus 9.
2,6-AuraapoxcumuHo-4-rugpokcunuxiorexcanon (12). A. B pacteop 10 r (88 mmons)
rkerona 11 B 40 mn staHona, conmepxamero 1.5 r cyxoro HCl, nogmaror rasoobpasssiit
STHIHUTPHUT, HOIICPXKUBAS TEMIICparTypy B macce B npenenax 5—8 °C. DTHIHHTPHT HOIyda:oT
nobapnenneM no kamiaMm pacrBopa 8.7 mu xoHm. H,SO, B 9 Mn sramona u 68 Myt BOIBl K
pactBopy 21 r NaNO, B 9 mu sranona u 76 mx Bogsl. Ilocke 3apepreHus nofadu STHTHUTPATA
PeaKUMOHHYI0 Maccy BeIIepxkuBaoT 8§ 4 mpu 5 °C, a 3areM 8 9 IpH KOMHATHON TEeMIIEparype.
Bemagmuit ocanox oTGUATPOBBIBALOT, cywar. [lomygaror 2.12 r (14%) coemmuenns 12.

B. K pacrsopy 1.2 r (30 mmons) NaOH B 150 mia somsl mobasmnsror 2.76 T (10 mmons)
quoxcuMa 14, mepeMeInmBarOT IPH KOMHATHOM TeMIleparype JO IOJIHOIO PacTBOPEHUA |
BRIICPKMBAIOT IpH ToOH Xe TeMmneparype 12 9. PeaximOHHYIO MacCy OCTOPOXHO IOIKHCISIOT
10% pactsopom HCl xo pH 5 u axcTparupyror Gen3oiiHyio kuckoty adupom (3x50 mu). Boxubiit
pacTBOp ymapmsatoT xocyxa. K ocrarky nobaensror 100 mi meranona, ocamoxk NaCl ordumis-
TPOBBIBAIOT, (PHILTPAT yNApHBAioT, Homy4aloT 1.29 T coemmuenmst 12, uneHTwaHOro obpasiy,
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nonydeHHoMy u3 xetoHa 11 (1. mn., UK u Y@ cumexrpsr).
4-beH30RJI0KCH-2,0-AuTHApOKCHMAHOMMKorekcanon  (14). K pactsopy 327 ¢
(150 mmomp) xerona 13 B 750 mu usonponaxona pobasismor 57 ma (660 Mmons) xomn, HCL
K oxnaxnennoil no 0 °C peaxumonmoii macce mpu 02 °C 3a 1 9 10GaBITOT MO KAIULIM,
nepemenugas, pactsop 32 r (460 Mmons) NaNO, B 100 ma Bomsl [aiee mepeMemiuBaloT pu
0°C 2 4 ¥ BHINEPXMBAIOT B XONONWILHMKE 3 CyT. OCAmOK OTQGUMIETPOBHIBAIOT, IPOMEIBAIOT
Bozoli, cymar. Homyqaror 26.3 T anokcuma 14.
6-I'unpoxcu-4-rugpoxcrvuno-4,3,6,7-rerparunpodensopypazan  (10). A. K pacrsopy
0.1r (0.6 Mmons) oxcrma 9 B 10 M sTasona xoGaeswnor 0.02 r NaBH,, moaywenayo cMeck
NEPEMEIINBAIOT 2 9 IIPM KOMHATHOH TeMuepaType, Hocie 9ero X Heit noGaengroT 20 M BOHEL,
nonxucnaior 5% pacteopom HCI mo pH 4 u skcrparmpyror sruianeratroM (3x20 ).
CymmapHBIff 9KCTPAaKT TPOMBIBAIOT HACEILCHHBIM pactBopoM NaCl, cymar manm MgSO.,
yiapupatoT. OCTaToOK CYCIEHIUPYIOT B rexcase, otduapTposssaot 0.05 r coenurerns 10.

B. K pacteopy 0.4 r (10 MMone) NaOH B 20 mn Boxwt noGasnsor 0.72 r (41.8 Mmons)
coenmpeHns 12 ¥ TepeMeNMBAIOT O IOIHOTO pactBopesus nocieauero. K Homy4yeHHOMY
pacteopy nobasmaror 0.7 r (10 mmons) NH,OH.-HCL, cmecs xumatsr 30 MuH, OXJaKHAIOT H
SKCTParupyior sStunaieraroM (4x15 wm). Cymmapueii skcrpakr cymar man MgSO, u
ynapuBaoT. XpoMmaTorpaUpOBaHHEM OCTaTKa Ha CUIMAKAreNie (DMIOSHT STWIIANETAT—TEKCaH,
3 : 1) Bemensmot 0.42 r coenurenust 10, MASHTHIHOTO 06pasily, HONYUEHHOMY M3 KeToHa 9 (T.
., UK 1 Y@ crnexrpsl). Coexpnenve 10, momyueHHOe KaK M3 KETOHA 9, TaK K U3 COSAMHEHMS
12, npencrapiseT cobol cmecs m3oMepos 10a m 10b, koTopsie Brimenensl xpoMartorpadueii na
cunmKarene (3MF0eHT STHanerar—rekcas, 1 : 1).

4-T'unpoxcubensopypasan (15). K 20 M1 20% pacreopa H,SO, mobaensor 1 r (5.9 MMons)
Terparuapobensodypasana 10, momysennyio cMecs HarpepaloT 0 60 °C W mepeMeilvBaroT
10 MuH 20 ONHOTO PACTBOPEHMs coefmHEHMs 10, Manee OXNAXNAIOT K 3KCIPArupyrT 3GUpoM
(4%20 mu). CymMmMapHBI# 3KCTPaKT IPOMBIBAIOT BOXOM, cymiat uany MgSO,, ynapueatotr. OcTaTok
pactupator ¢ rexcasom. Ilomygator 0.41 r (50%) denona 15. T. . 146-148 °C (u3 cmecu
adup—rexcay, 1 : 1). Jlur. 7. . 148-150 °C [8].
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