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CHUHTE3
HEKOTOPBIX T'AJIOTEH- 1 HUTPO3AMEIEHHBIX HUKOTHHOBBIX
KHCJIOT 1 UX ®PATMEHTANUA 1IOA SJEKTPOHHBIM YJIAPOM

HccmenoBaHbl 0COOCHHOCTH DJIEKTPO- M HYKICO(MIBHOTO 3aMEIIeHHsI B YCIOBHUAX PEaKIHil
XJIOPUPOBAaHMS M HUTPOBAHUS O-THAPOKCH- M 6-METHI3aMelIeHHBIX 4-MeTwi-3-nmano-2(1H)-
upuI0HOB. [loTydeHHbIe TONUXIIOP- U HUTPO3aMeIleHHbIE 4-MeTHII-3-IIHaHOUPHUIMHBI UCIIONb-
30BaHbI B KAYECTBE CUHTOHOB B CUHTE3€ HEKOTOPBIX MOJUTaJIOTCH- M HUTPO3aMEIICHHBIX HUKOTH-
HOBBIX KHCIJIOT ¥ X aMUJIOB. M3ydeHsl myTH parMeHTaliy CHHTE3MPOBAHHBIX COCIMHEHUN MO
JJIEKTPOHHBIM YIapOM.

KnroueBble ciioBa: rajoreH- 1 HUTPOIPOU3BOAHBIE, KUCIOTH HUKOTHHOBEIE, ()parMeHTaIHs
JJIEKTPOHHBIM YIapOM.

3amMelieHHble HIKOTHHOBBIE KUCIOTHI M HX (DYHKIMOHAILHBIE IPOU3BOIHEIC
MPUBJICKAIOT BHUMaHUE MCCIIENI0BaTeNeH KaK MOTEHIHAIbHbIC (PU3HOJIOTHYECKH
aKTHBHBIC BEIIECTBA, OTHOCSIIMECS K TPYIIE, B KOTOPOH HM3BECTHBI COCIU-
HeHus, 00Iaarolne NIMPOKUM CHEKTpoM (apMmakosorudeckoi [1-3], a takxe
necTUiMaHOMN [4, 5] akTuBHOCTH. OTHAKO B INTEPATypE OTCYTCTBYIOT CBEJCHMUS
0 HUKOTHHOBBIX KHCJIOTaX, COJACPKAIIMX B MHPUIAHOBOM LMKJIE OJHOBpE-
MeHHO 3—4 OJMHAKOBBIX WM Pa3HBIX 3aMECTUTEIS.

B Hactosmeit paboTe ONKMCAaH CHHTE3 HOBBIX IOJIM3AMEIICHHBIX IPOM3-
BOJIHBIX HUKOTHHOBBIX KHCIOT UCXOAs W3 4-MeTwi-3-nnaHo-2(1H)-mupunonos
1a,b, coxepkamyx B MOJOKEHUU 6 IUKIA METWIBHYIO HJIH THAPOKCHIBHYIO
TpYIIBL, MyTEM NpPEBPAlICHUH, TPEICTaBIEHHBIX Ha cXxeMe. DJIeKTpoduibHOe
3aMelIeHUe aTOMa BOJIOPO/Ia B MOJIOXKEHHUHU 5 IUKIIA coequHeHnid 1a,b, a take
HykieopmibHoe 3amerenue rpynn 2-OH u 6-OH eHosbHOM (OpMbI TTUPHU-
JOHOB 1 Ha aToM XJI0pa ¥ HUTPOTPYIIY 3aBUCHUT OT 3aMECTHUTENS B TIOJIOKEHUH
6, a TaKKe TUMa XJOPHUPYIOLIEro MM HHUTPYIOLIEro areHta. Tak, 6-meTwi-
mupugod 1a npu xmopupoBanun u3deTkoM SO,Cl, B CCly ¢ Bexogom 94%
o0pasyeT MPOAYKT 3JIEKTPOPHUIHLHOTO 3aMElICHUs] — S5-XJIOpPIPOU3BOJHOE 2a.
CeneKTUBHO O TOMY JK€ TOJOXEHHIO TMPOTEKaeT M HUTPOBAaHHE a30THOU
KHCJIOTOM, TPHBOAsIIEE K S-HUTponpou3BogHoMy 2b. O6paboTka M30BITKOM
POCI; mpu ~105 °C BezeT k 3aMenIeHUI0 Ha aToM xJiopa rpymmbl 2-OH eHosb-
HoW (popMmbl HpHIOHA 1a ¢ apoMaTH3anuel ukiIa u oopasoBaHueM 4,6-1ume-
TUI-2-xJ10p-3-1anonupuaraa (3a). Ananornuno pearupytot ¢ POCl; 5-xiop-
M 5-HUTPONPOM3BOIHEIE 23,0, uTo mpuBoaMT K 2,5-AMXITOP- M 5-HUTPO-2-XJI0P-
3aMelIeHHbIM Mpoaykrtam 3C,d cOOTBETCTBEHHO (B Cilydyae HUTPOCOCTHHEHHS
2b peaxmmro xopuposanus nposogst npu 180 C). U3 6-ruapokcu-4-metu-3-
rmano-2(1H)-mupugona (1b) ¢ POCI; (1b:POCI; 1: 2) 3a 6 u mpu 120 °C
obpazyercs 3-nuano-2,6-guxnopmupuant (3b).
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[MoBenenue nupuaoHa 1D, B KOTOPOM B MOJOKEHUH 6 BMECTO 00JIaIarolei
BBIpOKEHHBIM +l-3QPekToM MeTHIILHOW TpyNmIbl HAaxXOAWTCS OO0Jamaromast
+M-3¢pdexrom rpynmna OH, 3amMeTHO OTiMYaeTCs B ONMMCAHHBIX BBIIIEC peak-
musx. Tak, ero XJIOpUpoBaHUe CYIb(PYPUITXIIOPUIOM HITH TIPSIMOE BO3JICHCTBHUE
XJIOPOM HE TPHUBOAMT K KEIAEMOMY S5-XJIOp-6-THApOKCHIIUpUIOHY 4, a 3aBep-
aeTcsi 00pa3oBaHUEM CMECH M30MEPHBIX TUXJIOpUI0B 5a u 5b (BapsupoBaHue
YCIIOBUH peakluy BIUSET JIMIIb HA COOTHOIIEHUE U30MEPOB), YTO COTJIACYETCS
¢ maHHBIMU PaboTel [6]. BoccTaHoBIeHHE 3TOM CMeCH ITMHKOBOW MBUIBIO B
cpelie TIPOTOHHOTO PACTBOPHUTENSI MPOTEKAaeT INIAJAKO ¢ 00pa3oBaHUEM JIWIIb
6-runpokcu-4-metui-5-xyop-3-imano-2-(1H)-nupugona (4). Ilpu oOpabotke
mocieauero w3deitkom POCI; obpasyercst TpuXIIOp3aMeIieHHOe TPOU3BOIHOE
nupuauHa 3e.

[MonbITKM HUTPOBaHMS HPHIOHA 1D, HECMOTPS Ha MIMPOKOE BapbUPOBAHKE
ycnoeuit (HNO; paznuunoii konnenrpaiuu, ee cMecu ¢ AcOH, Ac,O u HpSOy,
a taxoke HNO; n nzoamunautparom [7]), He yBeHUanuch ycnexom. [laxe mpu
noHmwKeHHO! Temnepatype (—9+1 °C) peaxiusi COIPOBOXKIAETCS OCMOJIEHUEM,
paspylieHHeM IuKIa 2-MpUa0Ha U 00pa30BaHUEM CJIOKHOM CMECH CMOJI000-
Pa3HBIX OKpAICHHBIX MPOIYKTOB, HICHTU(DHUIIMPOBATh KOTOPHIC HE YAAIOCh.
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XapaKkTepucTHKH coequHeHuii 2a,b, 3a—e, 6a—e

Tadonuma 1

Co- Haiineno, % Bui-
eau- Bpyrro- Berruncneno, % T. mn,, Macc-cnextp,
He- (opmyra °c* M/Z (low) X;H’
e C H Cl N 0
2a CgH7CIN0O 52.84 3.69 19.53 15.40 260-261 | [M]" 182 (100); 94
52.61 3.87 19.41 15.34 154 (39); 119
(29); 92 (8)
2b CgH7N303 50.01 3.72 21.94 265-266 | [M]" 193 (68); 54
49.74 3.66 21.76 176 (100); 148
(21); 119 (53);
92 (28)
3a CgH7CIN; 57.94 4.32 21.58 17.01 95-96 [M]" 166 (100); 95
57.66 4.24 21.28 16.82 130 (21); 131
104 (13); 132 77
@)
3b C7H4CIoN2 44.78 2.04 37.72 14.75 107-108 | [M]" 186 (60); 98
44.95 2.16 37.91 14.98 151 (100); 125
(41); 105 (32)
3c CgHeCl2N2 47.68 3.18 35.44 13.60 67-68 [M]* 200 (100); 76
47.96 3.01 35.26 13.96 164 (15); 129
(21); 102 (11)
3d CgHsCIN3O2 45.12 277 16.61 19.50 90-91 [M]" 21 (59); 61
45.40 2.86 16.75 19.86 194 (100); 165
(32); 139 (69);
130 (45); 102
(23)
3e C7H3ClI3N2 38.14 124 47.94 12.49 110-111 | [M]* 184 (89); 69
37.96 1.37 48.02 12.65 168 (100); 140
(33); 104 (13);
78 (30)
6a CgHoCIN-O 51.95 5.04 19.28 15.01 154-155 | [M]* 184 (89); 89
52.04 4.92 19.20 15.18 140 (33); 104
(13); 78 (30)
6b C7HsCI2N20 40.79 2.84 34.65 13.49 170-171 | [M]" 204 (74); 93
41.00 2.96 34.58 13.66 188 (100); 160
(23); 124 (24);
99 (14)
6c CgHsClI2N20 43.61 3.64 32.51 12.87 146-147 | [M]" 218 (86); 91
43.86 3.69 32.36 12.79 202 (100); 183
(12); 174 (38);
147 (26); 133 (9)
6d CgHgCIN3O3 42.00 3.46 15.68 18.26 188-189 | [M]" 229 (29); 47
41.84 3.52 15.44 18.30 213 (21); 196
(16); 168 (24);
140 (100)
6e C7HsCI3N20 35.31 2.13 44.67 11.73 167-168 | [M]" 238 (41); 69
35.10 211 44.41 11.70 222 (100); 194
(14); 187 (18);
159 (28); 133 (9)

* PacTBOpUTENHM JUIA KpUCTaIM3aluu: aneToH (coeaunenue 2a), EtOH (coenunenus 2b, 6a—e),

nukiorekcan (coenunenus 3a,b,d), rexcan (coequnenue 3c).
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KucnoTHelii ruaponu3 rajoreH3aMeleHHbIX LUaHONUPUIMHOB 3a—e BOA-
HbIM pacTBopoM 80% cepHOI KHCIOTHI TIaJAKO U ¢ MAaKCHMAaIbHBIMHU BBIXOJaMHU
IIPUBOIUT K COOTBETCTBYIOIIMM aMUAaM HHMKOTHHOBBIX KUCIIOT 6a—e. Ilocie-
OyIOLIee IUa30THPOBAHUE 3TUX TPYIHOTHIPOJIN3YEMBIX aMHIOB 6a—e a30Tu-
CTOW KHCIIOTOW IO m3BecTHOMY Merony byBo [8] mpuBeno Kk 1eneBbIM 3ame-
IICHHBIM KHCIIoTaM 7a—e. HuTporanorensamenieHHyoo kucinoty 7f ynamocs mo-
Jy4uTh JIKIs HUTpoBanueM HuTpmiaa 3b cmechto koui. HNO; u H,SO, mpu
~100 °C. Ilpu 5TOM 0Ka3a10Ch, YTO OJTHOBPEMEHHO C BBEJICHUEM HUTPOTPYIIITHI
MIPOMCXOIUT THAPOIN3 LUAHOTPYIIIBI 10 KapOOKCHIBHOH.

Bce cunTe3MpoBaHHBIE COEIMHEHUS NMPEICTABISIIOT cO00H amMOp(dHbIE MU
MEJIKOKPHCTAIMYECKHE MOPOLIKK Oeyoro nBeTa. ApOMaTHYECKHE HUTPHUIIBL
3a—e (1. 1. 67-110 °C) x0opoI10 pacTBOPUMBI B OOBIYHBIX OPraHUYCCKUX pac-
TBOPUTEISIX. AMHIBI 62— U KHCJIOTHl 7a—e — BELIECTBA BBICOKOIUIABKUE, TPYI-
HO- WJIM BOOOILIE HE PacTBOPUMBIC B OOBIUYHBIX OPraHUYECKUX PACTBOPHUTEIAX,
pacTBOpuUMBIC B HEKOTOPBHIX CHJIBHONOJISIPHBIX PACTBOPHUTENSAX, 3a HCKIIO-
yeHueM [IM®A u JIMCO. XapakTepUCTUKU CHHTE3HPOBAHHBIX COCAMHEHUI
MpeICTaBIeHHI B Ta0I. 1, 2.

KoncranTsl aucconmaimu pK, 3aMeIIeHHbIX HUKOTHHOBBIX KHCIOT 7/a—f B
mpenenax 2.55-2.79 (tabn. 2), YTO TMO3BONSIET OTHECTH WX K CHIIBHBIM
KHCJIOTaM, Ha JBa NOPsIKA IPEBOCXOASIIMM MO CHJIE HUKOTHHOBYIO KHCIIOTY.

B UK cnekTpax CHHTE3UPOBAHHBIX KUCIOT UMEIOTCS YUIMPEHHBIE MOJOCHI
noromiernst kapookcmnsHo rpynmel OH B obmact 3200-3600 ¢ makcu-
MyMamu 1ipu 3448-3430 cM * (cM. Tabu. 2). CpesHue i CHIBHbIE y3KHE MOI0CHI
noromernst cesa3eit C=C u C=N comnpsKeHHOTO MUPHUINHOBOTO ITMKJIa HAXO-
nates B obmacti 1603—1539, a mpu 1734-1715 cM © — 1mONOCH! TIOTTIOMIEHHS
rpynnsl C=0, 4T0 XapaKTepHO Ul CHIIBHBIX KHCJIOT, CYILECTBYIOIIMX B BHJE
nuMepoB [9]. B crekTpax KHCIIOT, COAEP)KAIIMX HUTPOIPYIIYy B MHTEpBaJIaX
1545-1540 u 1348-1339 cM *, Tak)Ke UMEIOTCS MHTEHCHBHBIE MOJIOCHI, KOTO-
pBle MOXKHO HHTEPIPETUPOBATh Kak xapakTepHbie 11t NO,.

Tabnuma 2

XapaKTepHCTmca CHHTEC3UPOBAHHDBIX coe;[mleﬂni’l Ta—f

Haiineno, %
Coenu- Bpyrro- Briunciero, % T{) L, oK., Beixon,
HEHHE bopmya Cc* %
C H Cl N
7a CgHsCINO; 51.55 4.50 19.2 7.42 139-140 2.79 60
51.77 4.34 19.1 7.54
7b C7HsCI2NO; 40.66 231 34.3 6.83 119-120 2.64 88
40.81 2.45 34.4 6.79
7c CgH;CI2NO; 47.21 243 324 6.35 159-160 2.72 96
47.07 2.31 325 6.42
7d CgH7CIN204 41.79 3.21 15.3 12.28 170-171 2.57 76
41.67 3.06 15.4 2.15
Te C7H4CI3NO; 34.78 1.52 44.3 5.73 150-151 2.64 75
34.95 1.68 44.2 5.82
7f C7H4CI2N204 | 33.35 1.52 28.2 11.25 168-169 2.55 60
33.49 1.61 28.3 11.16

* PactBoputenu s kpuctaumzauuu: EtOAc (coemunenus 7a,b,e) u EtOH (coenmnenus

7c,d,f).
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Tabonuma 3

CriexTpalibHble XapaKTePHCTHKHU coeqnHenmii 7a—f

eC,:[zl- Macc-criekTp: MOJIEKYJISIpHbIE 1 UK criektp, Vimax, cM ' BeI-
XapaKTEPUCTUICCKUE NOHBI, xon,
Hes M/Z (lors, % K MaKCHMAILHOMY) OH C=0 | C=C, | NO; %
HHC C=N
Ta [M]" 185 (93); [M—OH]" 168 (20); [M-H20]" 3600, 1725 | 1603 - 60
167 (10); [M—HCI]* 149 (100); [168-CO]* 140 3300
(12); [149-CHs, ~CH]* 120 (25); [149-CO]" (3443)
105 (17)
7b [M]" 205(100); [M—OH]* 188 (68); [M—-H,0]" 3600, 1717 | 1570 - 88
187 (44); [M-HCI]* 168 (41); [M-CO,]" 161 3000 1539
(31); [M—COOH]" 160 (19); [169-CO]* 141 (33) (3430)
7c [M]* 219 (100); [M—HOH]* 201 (32); [M-HCI]* 3600, 1734 | 1576 - 96
183 (75); [M-COOH]" 174 (18); [183-CI]" 148 3300
(81); [183-COOH]* 138 (15); [148-CO]* 120 (3431)
(22)
7d [M]* 230(64); [M— OH]* 213 (52); [M- OH, 3600, 1726 | 1589 | 1540 | 76
—~H,0]" 195 (11); [M— NO,]" 184 (13); [213-ClI, 3200 1348
—~CN]* 142 (27); [184- CO,]" 140 (33); (3430)
[140- CI]* 105 (44)
7e [M]* 239 (100); [M—OH]" 222 (28); [M—H,0]* 3600 | 1718 | 1545 - 75
221 (35); [M-HCI]* 203 (20); [M-CO,]" 192 2200
(10); [M—COOH]"* 194 (12); [203-CI]* 168 (55); (3448)
[203-COOH]" 158 (16); [168-CO,]" 124 (19)
7f [M]* 250 (54); [M— OH]* 233  (49); [M- OH, 3600 1715 | 1576 | 1545 | 60
—~H,0]" 205 (100); [M— NO2, —CI]* 169 (45); 3200 1389
[M—CO,, -NO,]" 160 (68); [169 —CO]* 141 (28); | (3430)
[169 —CI]" 134 (28); [141 —OH]" 124 (28)

Crnextpsl SAMP 'H CHUHTE3WPOBAHHBIX COCIMHEHUH M3-3a MX Maioi nHGpop-
MAaTUBHOCTHU IIPUBOIUTE U O0CYKIaTh HEIEJIECO00Pa3HO.

Wzyuenne noBelieHUs] CHHTE3UPOBAHHBIX KUCIIOT MOJT ICHCTBUEM 3JIEKTPOH-
HOTO yjapa IO0Ka3ajo, YTo IS MX MOJIEKYISpHBIX MoHOB [M]" xapakTepHbl
MOBBIIIEHHAs CTAOMIBHOCTE W OTHOCHTEIbHAs WHTEHCHBHOCTH (54-100%),
npUYeM HamNpaBIeHUS WX TMEPBUYHOW (pparMeHTanuu JTOCTATOYHO Pa3HO00-
pasubl. Ussecto [10], uTo cieacTBueM nepBudHOi (parmenTaiuu M' HuKO-
TUHOBOW KHCJIOTHI TOJ JCHCTBHEM DJIEKTPOHHOI'O yJapa SBISETCS MOTeps
rpynnoit COOH runpokcuna uinn Monekynsl H,O. DTo okazanock xapakTep-
HBIM U JIJISl 3aMEICHHBIX HUKOTHHOBBIX KHCJIOT 7a—e, B Macc-CIIEKTpax KOTO-
phIX 0OHapy)eHbl muku noHoB [M — H,0]" ¢ oTHOCHTENbHOM HHTEHCHBHOCTHIO
(lors) 10-46%. Mmeer mecro Tarke snuMuHupoBanue rpynnsl COOH wu
o6pa3oBanue BbICOKOCTAOMIBHEIX HOHOB [M—COOH]" (I, 18-100%). Hapsny
C 3THUM B MacC-CIIEKTpax KHCJIOT 7a—e HaOoaaeTcs BeIOpoc Mosiekyibl COp,
0 4eM CBUJETENbCTBYET Haauuue mukoB HoHOB [M — CO,]" (lor, 21-31%).
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OtMmeTuM, YTO S-HHTpO3aMellleHHass Kuciota /f B HavanbHOH CTaauu
pacnana tepsietr rpynmy NO,, a anuvuaupoBanue CO, XapakTepHO JUIIb IS
BTOPUYHBIX TIporieccoB (parmenTanuu. O6paszosanue Gpparmentos [M — HCI]
(loe 20-100%) xapakTepHO OIS IIEPBUYHBIX IIPOIECCOB (hparMeHTaIMH
MOJIEKYJISIDHBIX MOHOB BCEX TaJIOTEH3aMEIICHHBIX HUKOTHHOBBIX KHCIOT, 3a
HCKITIOYEHHEM coliepKaIux S-autporpyiiy coequnenuii 7d,f. [Tocnennue, mo-
BHIUMOMY, OTIIEIUIAIOT aTOM XJIopa Ha OoJiee MO3MHUX CTamusx (parMeH-
TaIuu.

B ockomouHbIX HOHaX OonbIIMHCTBA 00CYyk)maeMbix 2-Cl-HUKOTHHOBBIX
KHCIIOT TIOJ JIEHCTBHEM DIIEKTPOHHOTO yAapa, BEpPOSTHO, MPOWCXOIUT MHUTpa-
Ul THAPOKCHIIBHOM TPYIIIBI K MECTY JIOKAIH3AIHNHY TTOJIOKUTEIHHOTO 3apsaaa —
BTOPOMY aTOMYy yTJepOJa, 9TO COOTBETCTBYET MyTSAM (PparMeHTalliu O-HUTPO-
6ensoiiHoii kucnoTh [11] ¢ mocneayronm snuvuanpoBanuemM CO.

Me 40 Me Me —| +
"
_ C ~0H Z c=0 =
| — — |
X + X -CO N
N Me N OH N OH

Ha 6onee mo3aHux cramusx ¢pparMeHTAlMd BO3MOXKHO W 3JMMHUHHPOBaHUE
THJIPOKCUIILHON Tpynmbl Wik enie onHoro ¢gparmenta CO c¢ oOpa3oBaHueM
Oosiee CTaOMIBHBIX MATHWICHHBIX T'e€TEPOIMKINYECKAX WOHOB C OTHOCHUTEIb-
HOW MHTEHCHBHOCTHIO 17-33%.

Takum 00pa3oM, W3ydeHbl OCOOCHHOCTH 3JICKTPO(DUIBHOTO U HYKICODUIb-
HOTO 3aMellleHHs B 6-OKCH- W 6-MeTHII3aMelleHHbIX 4-MeTwi-3-nnaHo-2(1H)-
MUPUIOHAX U pa3paboTaHbl JOCTYITHBIE TTyTH CHHTE3a MMOJU3aMEIEHHBIX HIUKO-
THHOBBIX KUCIIOT — TOTCHIUALHBIX OMOJIOTHYECKN aKTHBHBIX BEIECTB.

SKCIHEPUMEHTAJIbHAS YACTb

UK criektpsl 3anucansl Ha ciiekrpoMerpe Bruker IFS-45 ¢ anamusupyronmm ITK Aspekt-1000
Uil coemuHeHWit B Tabnerkax KBr.  Macc-ceKTpsl perucTpHpOBaIM Ha XPOMATO-MAaccC-
cnektpomerpe LKB-2091 ¢ HemocpencTBeHHBIM BBOJIOM 00pa3siia B UCTOYHHUK HOHOB (SHEPTrHs
uoHusupyromero usaydeHus 70 3B). DnemeHTHBII aHanu3 CHHTE3UPOBAHHBIX COEOUHEHHUN
BoinosiHed Ha aHanusarope Carlo-Erba momenu 1106. Koncrantsl aucconuanuu Kucior 7a—f
onpeneneHsl Ha MoHoMmepe Mapku M130.2M.1. MHauBHoyaqbHOCTH CHHTE3UPOBAHHBIX COEIU-
Henunit moareepxkaeHa TCX Ha mmactunkax Silufol UV-vis, amoeHT rekcan—aineroH, 1:1, nposiBu-
TeNb Mapbl HOJA.
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Hcnonb3yemMble pacTBOPUTENM OYMINAIA M BBICYIIMBAIM COIJIACHO W3BECTHBIM METOAMKAM
[14].

Hcxonusie 6-meTui- U 4-metun-6-okcu-3-muano-2(1H)-upugonst 1a,b nomydenst u ounie-
HBI KaK omucano padee [12, 13]. CHHTE3 cMecH M30MEpHBIX HUTPHIOB S5a u 5D u ux BoccraHOB-
neHue 0 6-okcu-4-metun-5-xiop-3-uuano-2( 1 H)-nupunona 4 npoBoauiM aHaIOTHYHO paboTte
[6]. x dusnko-xuMuUecKHe XapaKTEPUCTUKU IPUBEACHBI B IUTUPYEMOH paboTe.

4,6-TumeTna-5-xmaop-3-unano-2(1H)-mupunon (2a). Cmech 5 r (33.7 MMOIIb) HHAHOHPH-
nona la u 18.25 r (135.2 mmoub) xiopucroro cyinbdypuna B 50 mu cyxoro CCly xumsar ¢
00paTHBIM XOJOJWIBHUKOM 6 4. BhImaBummii mocne oxyaxaeHHs 0CaoK OT(QUIBTPOBBIBAIOT,
npombiBatotT CCly u BeicymuBarot. [Tosywaror 5.8 r npoaykra 2a B Bujie 0EIOr0 MEJIKOKPHCTA-
JIMYECKOTO MOPOLIKA.

4,6-TumeTna-5-uurpo-3-unano-2(1H)-mupunon (2b). K cycnensun 3.48 r (18 mmorp)
uanonupuona 1la B 12 mn Ac,O npu mepemerinBanuu U temieparype 0+1 °C meaneHHO
npuGasmsor pactBop 2.1 mm HNO; (d = 1.51 r/em®) B 1.8 Mn Ac,O. PeakinoHHyio cMech
BoepkuBaoT 0.5 4 npu 5 °C, mnanee 0.5 u npu 20 °C ¥ BUIMBAIOT Ha Jie]]. BoimaBuimii ocamok
OT(UIBTPOBHIBAIOT, IPOMBIBAIOT JeAsHON Bomoi (3 x 50 MiI) M BEICYIIMBAIOT B BaKyyMe.
IMonyuator 2.5 r mpoaykra 2b B Buie 6e0ro MOpoIIKa.

Hutpua 4,6-muMeTnia-2-xJ10pHHUKOTHHOBOI kucaoTbl (3a). Cmech 5.0 T (33.7 mMmoub)
uuanonupuona 1a u 5.17 r (33.7 mmone) POCI; HarpeBaroT B 3amassHHON amityine 5.5-6.0 1
npu 120 °C. AMmyny BCKpBIBAIOT M BBUIMBAIOT cojiepskumoe Ha 30 T apobnenoro nbaa. O6paso-
BaBIIUHICS 0CATO0K OTQHUIBTPOBBIBAIOT, IPOMBIBAIOT JEISHON Boaol (3 x 50 MiI) M BBICYIIMBAIOT
MIpH HOHIDKEHHOM JaBieHud. [lomywator 5.35 r HuTpmia 3a B BHAe 0EIOr0 MENKOKPHUCTAJ-
JIMYECKOTO MOPOLIKA.

Amnanoruyso u3 coeaunenuii 1b, 2a,b, 4 nonyuaror HuTpuiel 3b—e coorBeTCTBEHHO.

Amua 4-MeTuI-2,6-1HXT0pHUKOTHHOBO# KucaoThbl (6b). Cmecsh 1 r (5.35 Mmoitb) HUTpHIa
3b u 15 ma 80% H,SO, mepememmBator mpu 98+2 °C B Teuenme 6 4. OXJIaKICHHYIO
PEaKIHMOHHYIO CMECh BBUIMBAIOT Ha 30 T KOJOTOTO JIbJia U AOOABISIOT BOJHBI paCTBOP aMMHaKa
1o pH ~5. O6pazoBaBmmiicss ocazok OTUIBTPOBHIBAIOT, TIIATEIHFHO MPOMBIBAIOT BOJOU U BBICY-
[IMBAIOT B BaKyyM-dKcuKarope. [lomydaror 1 r amuna 6b B Bume 6€70ro MEIKOKPUCTAITHIECKOTO
MOPOILIIKA.

AHANIOTHYHO, HO MPU MPOJODKUTENBHOCTH TUApoan3a 10 10 4 momy4eHsl amuast 6a,C—€.

4-Mertua-2,6-1uxJa0pHUKOTHHOBAs Kucjaota (7b). Cmech 5 r (24 mmois) amuzpa 6b u
21.4 M xoHI. Hy,SO, (d = 1.84 r/cM®) MeTeHHO HArPEBAIOT O MOIHOTO PACTBOPECHHS aMUIA.
K oxnakieHHOMy pactBopy MemieHHo tpu ~0 °C 100aBIsroT 10 KarwmsiM pactsop 3.9 T (56.5 MMoIib)
NaNO, B 20 mn Bombl Peakimonnyio maccy BbiaepxkuBaioT 40-60 mun mpu 20-25°C u
BBUIMBAIOT Ha 50 T KOJOTOTO JbJa. BblienuBmIniicss 0cafok OTGMIBTPOBHIBAIOT H OYHINAIOT
nepeocaxknenneM u3 10% pactBopa NaOH moaxucnennem 10% pactBopom HCI, mpomsi-
BAOT BOJIOM, BhICymmBaoT 1pu 20 °C u mosydaror 4.8 T KpucTauIoruapara KAcioTsl 7b ¢ T. .
108-110 °C. Tlocne HONOJHUTENLHOIO BHICYIIMBAHUS B BakyyMe B TeueHue 1.5 u mpu 80 °C
moy4aroT 4.4 T 6e3B0JHOM KKCIOTHI 7D B BH/e 6EI0ro moporika.

Awnamornyao u3 amMunoB 6a,C—d moaydYaroT 3aMeleHHbIe HUKOTHHOBBIE KHCIOTHI 7a,C—d
COOTBETCTBEHHO.

4-MeTna-5-HuTpo-2,6-1uxja0p-2-uukoTunoBas kuciaora (7f). Pacteop 1 r (5.35 mmons)
rutprna 3b B emecnt 7 Mt HNO; (d = 1.51 r/em®) n 7 M HpSO, (d = 1.84 1/em®) Harpesator 10 1
npu ~100 °C. Oxnaxaennyto g0 0 °C cMech J00aBISOT MO KamwisiM K 30 I' H3MENBYEHHOTO U
oxnaxaerHoro 10 —40 °C npjpa. Beyienusmmiicss 0caok OTQUIBTPOBBIBAIOT, IPOMBIBAIOT BOJIOMH,
nepeocaxxaaoT u3 HaceimeHHoro pactBopa NaHCO;, mpombiBatoT Bomoit no pH 7 u BeICy-
muBatoT. [Tomyuarot 0.81 r (60%) kucnoTsl 7f B Buzie 6€10r0 MEIKOKPHCTAIIHYECKOTO TTOPOIIIKA.
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