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K. . Iletko, T. M. CokoJenko, JI. M. SIrymosanbckuii

XUMHUYECKHUE CBOMCTBA IMPOU3BOJHBIX N-IUPTOPMETHI-
N N-2-H-TETPA®TOPITHUJIIINPA30JIOB

HccnenoBansl peakuy HUTPOBAHMUS, XJIOPHPOBAHUS, OPOMHUPOBAHUS W HOJUPOBAHHS TIPOH3-
BOJHBIX IHPAa30ja, COACPXKAIMMX AU(GTOPMETHMICHOBBIH (PparMeHT HETOCPEACTBEHHO y aTroMa
azora. Haiinensl ycnoBus BBeaeHHs B sapo N-2-H-terpadropaTmimupazona MUaHOTPYMIBL U
MIPeBpalIeHNs e B KapOOKCHIBHYIO MIIH TeTPa30IbHYI0 (DyHKITHIO.

KuaroueBbie cioBa: N-2-H-terpadropatun- u N-gudTopMeTHINNPa3oi, raloreHUpOBaHuUe,
HUTPOBAHHE, {TAHUPOBAHHE.

[Ipou3BoaHbIe MUpa3oja BXOMAT B COCTAB MHOTHMX COCIMHCHHM, 00yanaro-
IIUX BBICOKOH OMOJIOrMYECKON aKTUBHOCTHIO. HekoTophie U3 HUX, ComepiKalie
(bTopupoBaHHBIC TPYIIIUPOBKU, HAXOAAT MPUMCHECHHUE B KaU4eCTBE JICKAPCTBEH-
HBIX TIpenapatoB [1] u mectunumos [2].

CoenuHeHust, conepykamue AUPTOPMETIICHOBBIH (QparMeHT, Hermocpe-
CTBEHHO CBSI3aHHBIH C aTOMOM a30Ta, K HACTOSIIEMY BPEMEHH MaJl0 M3yYCHEI.
TpuankmiaMuHbI, comep)kamue o-Tu(GTOPMETHIICHOBBIA (parMeHT, THAPOIIHU-
THYECKH HECTAOWIBHBI [3—5] BCIIENCTBHE AIIEKTPOHOIOHOPHOTO BIUSHUAS HETIO-
JIEJICHHOH TTaphI 3JICKTPOHOB a30Ta. OHAKO B CITydae a30THUCTHIX TETEPOITUKIIOB
TaKue COCMUHEHUS 3HAYUTEIHLHO 00Jiee YCTOHYHMBEI, MOCKOIBKY AJICKTPOHHAS
mapa a3oTa BOBJIEYECHA B T-COMpPSDKEHHE TeTepOIMKINYECKOro Koibla. Panee
ObUTH CHHTE3UpPOBaHbl Au(TOpMeTHIIEHEIE U 2-H-TeTpadTopIThibHbIE Mpou3-
BOJAHEIE TUppoia [5], nMuaazona, 6eHsuMmugasona [6-8], rpuazona, 3,5-nume-
THI- U 3-kapOaTokcumnmpasona [9, 10].

Henasuo Hamu [11] ObIIH MCClIemOBaHBI XUMHUYECKHE cBOicTBa N-2-H-Tet-
PadTOPITUIBHBIX TMPOU3BOAHBIX MHUPPOJAa W MMHJA30JIa, HAWICHBI YCIOBUS
HUTPOBaHUs, TAIOTEHUPOBAHMS W AIMUIMPOBAaHUS TaKUX COeqUHEHHH. B mpo-
JOJDKEHUE HUCCIIEAOBAaHUN B ATOW 00JIacTH HaMU OBUIM HM3Y4YEHBl XUMHYCCKHE
cBoiictBa N-mudropmernt 1 N-2-H-rerpadropatrmmmpazonos 1a—d.

aR=H,bR=Me,cR=H, dR=Me;a,bn=1,¢,d n=2
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HdudropmermnmpoBanne nupazoia, Kak W 3,5-AUMETHINHPA3oya IpPOBO-
IWJIOCH B BOJHO-JHOKCAHOBOW cpelie TpU JEHCTBUH JAUPTOPXJIIOpMETaHa
u mwenoun. N-Jludropmernnnupazon la okazaics BeCbMa JIETYYHM COCIHMHE-
HueM. OH 00pa3yeT a3eoTpPOIHO KHIIALIYI0 CMECh C BOJOH U C JUITHIIOBBIM
3(pHUpOM, 3aMETHO PACTBOPHUM B BOJIE, BCICJACTBUE YETr0 €ro He YAaJoCh BbIJE-
JTUTH B yucToM BHze. [lomyunTs coenuHeHne la ¢ mpemapaTHUBHBIM BBIXOJ0M
yAaJoch MpHU MPOBEACHUN TUGTOPMETUIMPOBAHMS B 00Jee BBICOKOKHITSIIEM
pactBopurene — quraume mpu 90—-100 °C ¢ omHOBpEMEHHOW OTTOHKOH IEIeBO-
ro mpoxykra. I[locime moBTOpHOH (PpaKIMOHHON IEpPEeroHKH OBLI IONTy4YeH
quCTHIM Tupaszon la ¢ Bexomom 68%. B ornudme ot Hero BeiaeneHue N-mau-
¢dbropmernn-3,5-mumerninupasona 1b w3 BOAHO-AMOKCAHOBOW Cpenbl HE Mpe-
CTaBJISIET 3KCIIEPUMEHTAIBHBIX TPYIHOCTEH.

Coenunenne 1d panee [9] Obuto monydeHo B aBTokiase npu 150 °C ¢ BHI-
xomoM 42%. IlpumeHeHHe aBTOK/IABAa W BBICOKMX JABICHUH NpH padote
C TeTpadTOPITHIEHOM OINACHO, TaK KaK MOXET NPUBECTH K B3pbBY [12].
[IpoBenenne peakuuu TeTpadTOPITWIMPOBAHUS B BOAHO-ALlETOHOBOW cpele,
KaK 3TO ONMCAHO AJsl MPOM3BOIAHBIX MMUAA30a [8], He maeT 0XHMOAeMBIX MPO-
TYKTOB.

Hamu mHaiimeHo, d9ro TeTpadTOp THIMpOBaHHE mupa3oia u 3,5-muMme-
TWINUPA30Jia MPOXOAUT TPH TPOMYCKAaHHMHM TeTpadTopiTUiIeHa B PacTBOP
ucxonHoro rerepouukna B TI'®, comepxkamero 5 Mon% KalaueBOro MPOU3-
BozxHOrO. Peaknusa mpotekaeT mpu aTMocepHOM IaBICHWU NPU TeMIIEpaType
35-45 °C.

R
CF=CF,, K CF,CIH, KOH
1c,d é / \N — 2 e la,b
THF R N/ a) aurnmum—H,O0
}Il b) muoxcan—H,O

Brixon coemunenns 1c¢ e npeBbimaeT 45%, Tak Kak 3HAYUTEIBHBIE TTOTEPH
npoucxomar npu ero ormeieHun ot TI'®. Coenmnaenne 1d moisydeHO C BBI-
xogoMm 75%. CunresupoBannble N-mudrtopmernn- u  N-2-H-terpadTop-
STHIITTUPA30JIBI SBISIOTCS BIOJIHE AOCTYITHBIMUA COEAMHEHUSMH U ObLTH BBIOpa-
HBl HAMHU B Kade-CTBE MOJEIBHBIX U U3yYEeHUS XUMHUYECKUX CBOWCTB TPOM3-
BOJHBIX MTHUPA30JIa, COAEepKAMUX TUPTOPMETUICHOBYIO TPYIITY ¥ aToMa a30Ta.

Panee [11] Ham He ymanochk ocymiecTBUThL HUTpoBanue N-2-H-terpadrop-
STUIMMHKJIa30J1a JEHCTBUEM CMECH KOHIIEHTPUPOBAHHBIX CEPHONM M a30THOU
KHCJIOT, TIOCKOJIBKY TP PAacTBOPEHUH B HHUTPYIOMIEH cMecH 0Opa30oBBIBajach
MMUIa30JIMEBast COJIb U TeTePOLMKINIECKOe SAPO NIE3aKTUBUPOBAIOCH K peak-
UM JIEKTPOGUITBHOTO 3aMETEHIIS.

[Momudropankunmupaszonsl 1la—d sBistoTcs 6ojee claObIMA OCHOBAHHSIMH,
YeM aHaJOTHYHBIe IPOM3BOIHBIE HWMHIA30JIa, MOITOMY COOTBETCTBYIOIIHE
MUPa30JIMEBhIE COMM OOpa3yloTCs TpyOHEe, W HHUTPOBAaHUE He3aMeIleHHBIX
B sJIpe TOTUGTOPATKUIIINPA30JI0B 1a,¢ TPOXOIUT B MATKUX yCITOBUAX (1pu 30—
40 °C) mo monoxenuto 4 ¢ oOpa3oBaHWeM coemuHeHwid 2a,c. B wux
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ciextpax SIMP 'H orcyTcTByer HanGomee CHIIBHOMOMBHBII CHIHAN (~6.5 M. 11.)
MUPA30JIBHOTO KOJIBIA, @ OCTaBIIMECS MPOTOHBI KOJIbIA MPOSBISIOTCS B BHIC
CHHIJICTOB, YTO OJHO3HAYHO JIOKAa3bIBACT, MPOTEKAHWE PEAaKIUHU MO II0JIO-
KEHHIO 4.

2
HNO,, H,SO Z \
lac 3 TPy / ,N
30-40 °C ITI
(CF,,H
2a,c

IIpu momeiTke HUTPOBAHMSA B ITUX YCIOBHSAX NPOU3BOIHBIX 3,5-TUMETHII-
nmpazona 1b,d, HeoxxumaHHO OBLIM BBIACIICHBI MCXOMHBIC coemuHeHUs. Hamu-
9Yye METHJIbHBIX IPYMNI IOBBIMIAET OCHOBHOCTb, YTO IPHUBOAUT K OOJBILEH
YCTOMUYMBOCTH IHUPA30JUEBON COJNM M [E3aKTUBALMM T'€TEPOLUKIMYECKOIO
saapa.

HwurpoBanne coemmuenuii 1b,d B Oonee xectkux ycnosusix — mpu 100-110 °C
npuBOIUT B ciaydae 1b k rugponusy andTOpMETHIBHOM Ipymibel ¢ o0pa-
30BaHUeM 3,5-muMeTni-4-Hutponupasona [13], nandropmeTrunupoBaHrueM KOTO-
poro OBUIO CHHTE3MpPOBAHO HUTpompou3BoaHoe 2b. B ciaydyae coeamnenus 1d
TeTpadTOpITHIbHAS TPYINa JaKe B TAKUX KECTKUX YCIOBUSIX HE 3aTparu-
BaeTcs, TaK KaK OHa Ooyiee yCTOHUYMBA K KHCIOTHOMY THAPOIHM3Y 4YeM [u-
¢dTOpMeTHIIbHAS, B pPE3yJNbTaTe 4ero ObUI MOJYYEH C XOPOLIMM BBIXOIOM
npoaykr 2d.

O,N Me O,N Me
HNO;, H,SO, / \ CF,CIH, KOH / \
1b — > N —_— > N
100-110 °C Me ITI Me IT]
H CF,H
2b
O,N Me
HNO,, H,SO
1d 3 oYy / \N
100-110 °C Me. N7
|
CF,CF,H
2d

W3BecTHO, 4TO MUPA30JbHOE KOJNBLO MEHEE UYyBCTBUTEIBHO K IECHCTBHIO
raJoreHoB, 4YeM HMMHIa30JbHOE W IHUpposibHoe. Tak, OpomupoBanue N-apui-
MUPa30J0B OpOMOM NPUBOJUT K IONYYEHHIO MOHOOPOMIIPOU3BOAHBIX IO
nonoxenuto 4 [14]. Hamu noka3ano, 4To npu AeHCTBUU SKBUMOJISIPHOTO KOJIU-
gyecTBa Opoma Ha coequHeHHs 1a—d B Bozie Mpy KOMHATHOH TeMIepaType TakxKe
00pa3yroTcs TonbKo 4-6pomMiiponsBonbie 3a—d.
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XapakTepUCTUKU CUHTE3UPOBAHHBIX COCIMHEHUN

Haiioeno, %

Co- T. xur.,
enu- bpyrro- Buviyucneno, % Crnekrp SIMP 'H, Cnekrp SAMP °F, T. m1, °C Boixon, %
He- dhopmyna 6, M. 1. (J, T') o, m. 1. (J, ') °C (MM pT. L, 7o
HUE CT.)
C H N Br ()
1 2 4 5 6 7 8 9 10 11
1a CHFoN, 41.06 3.92 23.33 6.44 (1H, ¢, CH); 7.20 (1H, T, —93.89 (2F, 7, 85-87 65
40.69 3.41 23.72 J =60, CHF,); 7.65 (1H, ¢, CH); J =60, CHF,) (760)
7.81 (1H, n, J = 4, CH)
1b CeHgF,N, 49.13 5.33 19.06 2.14 (3H, ¢, CH3); 2.35 (3H, ¢, CH3); | —93.66 (2F, n, 142-144 72
49.31 5.52 19.17 5.95 (1H, ¢, CH); 7.64 (1H, T, J =60, CHF,) (760)
J =60, CHF,)
1c CsH4F4N, 35.95 2.62 16.56 6.44-6.47 (1H, m, CH); 6.53 (1H, -99.79 (2F, ¢, CFy); 108-110 43
35.72 2.40 16.67 T. T, “ir = 53, *Jur = 4.7, CHF,); —138.22 (2F, n, (760)
7.67 (1H, ¢, CH); 7.86 (1H, n, J =4, | J =53, CHF,)
CH)
2a C4H;3F;N30, 29.44 231 24.98 7.58 (1H, 1, J = 60, CHF,); 8.20 (1H, | -97.24 (2F, g, 87-90 50
29.46 1.85 25.77 ¢, CH); 9.02 (1H, ¢, CH) J =60, CHF,) (20)
2b CsH,F,N30, 37.52 3.79 22.00 2.48 (3H, c, CH3); 2.77 (3H, ¢, CH3); | —95.07 (2F, g, 51-53 68
37.70 3.70 21.98 7.87 (1H, 1, J = 60, CHF,) J =60, CHF,)
2¢ CsH;3F4N30, 28.14 1.41 19.96 6.53 (1H, T. T, “iyp = 53, —102.09 (2F, ¢, CF,); 100-101 63
28.18 1.42 19.72 *Jur =4.7, CHF,); 8.27 (1H, ¢, CH); | —139.72 (2F, n, (20)
8.80 (1H, ¢, CH) J =53, CHF,)
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(45.90)

(46.65)

(43.06)

(43.17)

2.51 (3H, ¢, CH;); 2.84 (3H, ¢, CHs);
6.65 (1H, 1. T, “yyp = 53,
3Jur = 4.7, CHF,)

7.58 (1H, 1, J = 60, CHF,); 7.79 (1H,

¢, CH); 8.33 (1H, ¢, CH)

2.18 (3H, ¢, CHy); 2.40 (3H, ¢, CH,);
7.57 (1H, 1, J = 60, CHF,)

6.48 (1H, 1. T, “Jyr = 53, Jyr = 4.7,
CHF,); 7.68 (1H, ¢, CH); 7.88 (1H,
¢, CH)

2.35 (3H, ¢, CH3); 2.49 (3H, ¢, CH);
6.56 (1H, . T, “Jiyp = 53,
3Jur = 4.7, CHF,)

2.19 (3H, ¢, CHy); 2.37 (3H, ¢, CHy);
7.27 (1H, 1, J = 60, CHF,)

2.39 (3H, ¢, CH3); 2.52 (3H, ¢, CH);
6.63 (1H, T. T, “Jiyp = 53,
3Jur = 4.7, CHF,)

2.33 (3H, ¢, CH3); 2.55 (3H, ¢, CH3);
6.58 (1H, 1. T, “Jipr = 53,
3Jur = 4.7, CHF,)

6.48 (1H, 1. T, “Jyyp = 53,
3Jur =4.7, CHF,); 7.68 (1H, ¢, CH);
7.88 (1H, ¢, CH)

-97.09 (2F, ¢, CF,);
~137.02 (2F, x,
J =53, CHF,)

-96.60 (2F, 1,
J = 60, CHF))

-95.53 (2F, 1,
J = 60, CHF,)

~100.09 (2F, c,
CF,); ~137.45 (2F,
n,J =53, CHF,)

~100.12 (2F, c,
CF,); —137.65 (2F,
1, J =53, CHF,)

-95.07 (2F, x,
J = 60, CHF))

~100.22 (2F, c,
CF,); —138.05 (2F,
1, J =53, CHF,)

-97.98 (2F, 1,
J = 60, CHF,

-97.95 (2F, ¢, CFy);
~138.04 (2F, 1,
J =53, CHF))

16-18

106-108

(20

42-43
(20)

6062
(20)

49-50
(20)

87-90
(20)

6869
(70)

57-59
(50)

84-85
(20)

56-58
(15)

57

71

75

68

50

60

63

67

75



OkoHYaHue TaOJNHUI Bl

1 2 3 4 5 6 7 8 9 10 11
5d C;H,1F,N, (38.80) | 2.32 (3H, ¢, CHy); 2.46 (3H, ¢, CHs); | —97.64 (2F, ¢, CF,); 93-94 79
(39.41) | 6.57 (1H, 1. T, 2Jyp = 53, —137.24 (2F, 1, (20)
3Jur = 4.7, CHF,) J =53, CHF,)
6b C;H,FoN; 48.61 3.96 24.12 2.34 (3H, ¢, CH;); 2.58 (3H, ¢, CH3); | —95.11 (2F, x, 53-55 20
49.11 4.12 24.55 7.36 (1H, 1, J = 60, CHF,) J = 60, CHF,)
6¢ CeH3F4N; 37.45 1.40 22.04 6.48 (1H, 1. T, 2Jr = 53, —98.84 (2F, ¢, CF,); 30-32 80
37.32 1.57 21.76 3Jur = 4.7, CHF,); 7.95 (1H, ¢, CH); | —138.22 (2F, 1,
8.43 (1H, ¢, CH) J =53, CHF,)
7k C6H4F4Ng 30.59 1.85 35.68 6.59 (1H, T. T, Yy = 53, *Jyyr = 4.7, —98.56 (2F, ¢, CF,); | 162-164 95
30.52 1.71 35.59 CHF,); 8.07 (1H, ¢, CH); 8.75 (1H, ¢, | —138.85 (2F, 1,
CH) J =53, CHF,)
8 CeHiFN,O, | 33.49 1.90 13.66 6.52 (1H, 1. T, 2Jur = 53, —98.22 (2F, ¢, CFy); | 107-109 63
33.98 2.11 13.21 3Jur = 4.7, CHF,); 7.90 (1H, ¢, CH); | —138.17 (2F, 1,
8.43 (1H, ¢, CH) J =53, CHF,)

* 4b — Harineno, %: Cl 20.02. Beruucneno, %: Cl 19.63. 4d — naiineno, %: Cl 15.77. Beruucneno, %: CI 15.37.

** Cnektpsl SIMP caumanucs B IMCO-dg,
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Coenunenus 1b,d, cogepxaiie B MUPa3odbHOM SAPE METUIIBHBIE TPYIIIBL,
MpHU JAEUCTBUHM M30BITKA XJIOpa MPEBPAIIAIOTCS B COOTBETCTBYIOIINE XIJIOPIPO-
n3Boauble 4b,d. Peakius mpoxoauT mpH KOMHATHOM TeMIieparype B BOJHOM
CYCICH3MH THApokapOoHaTa HaTpus. Hu MeTwibHbIe, HU AUPTOPMETHIIbHAS
TPYMIBI IPU 3TOM He 3aTparuBaioTcsi. OHaKO XJIOPUPOBAHUE B 3TUX YCIOBHUSAX
coequHeHns le, HE colep’Kallero METWIBHBIX TPYII B KOJIBLE, MPUBOIUT
K CJI0OHOM CMECH TPYAHO UACHTHU(PHULIHNPYEMBIX TPOITYyKTOB.

cl M Br R
¢ C,H0 Br,, H,0
/R -~ lad — 7\
N NaHCO N
Me” “\ 3 N
| R=Me |
(CF,),H (CFy,H
4b,d 3a-d

WNonupoBanue N-ankuanupa3oyiioB NPOUCXOOUT OpU AecTBuUM uoxaa [15].
Opnako coenmHeHus: la—d Bclle[CTBHE /AE3aKTHBALU TETEPOIMKINYECKOTO
SIIpa AIEKTPOHOAKIENTOPHON (PTOPHUPOBAHHOMN TPYIIITON HE HOTUPYIOTCS B 3TUX
ycaoBusx. s BBeAeHHs aTomMa HMOAAa B MOJEKylLy coeauHeHud 1b—d wmbl
npuMeHWTH N-HOJICYKIIMHUMHUJ, B CEPHON KHCIOTE, KOTOPBIA HCIIOIB30BajCs
[IPU MOJAMPOBAHUU apOMATUUYECKUX coeAuHeHui [16]. B pesyibTare ¢ BEICOKUM
BBIX0/I0M OBLTH MOTYyYeHbI 4-HoAnpon3BoIHbIe Sh—d.

0
N—I | R
0 |\
1b-d — > NN
N
H,S0, |
(CFy,H
5b—d

B ormmume ot N-TeTpadTopaTHi-2-0pOMHUMHIA30/1a, B KOTOPOM IIOIBITKA
3aMEeHBI aTOMa TaJioTeHa Ha IHAaHOTPYIITy ASHCTBHEM IIMaHWAA MEIH TPUBENa K
ocmorienuto [11], 3ameHa aTomMa Wonma Ha IMAHOTPYNIY B COCIWHEHUH 5S¢
MPOXOJNT C BBICOKMM BBIXOZAOM C oOOpa3oBaHWeM HuTpmia 6c. B ciyuae
coenuHeHHS Sb, comepikaliero qse METHIFHBIE TPYTIIHI, BCIEACTBHE UX JOHOP-
HOTO W cTepuueckoro 3¢ dekra, 3aMeHa aToMa HojJa Ha HUTPWIBHYIO TPYIITY
3aTpyaHseTca. Peaknust mpoXoAWT B KHITALIEM AWMETHIIANETAMHIIE B TeUeHHE
20 g ¢ BerxozmoM ~20% c oOpa3oBaHuEM coeTrHEHUS 6b.

NC R
CuCN \
5be ——m l/—,li
DMAA R 1}1
(CF,) H
6b,c
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HutpunpHast rpynna B coequHEHUH 6¢ MOKET OBITH IpeBpallleHa B TeTpa-
30/IbHYI0 TIpu jAedcTBuM asupa Hatpust B [IM®DA win ruaponvszoBaHa [0
KapOOKCUIIBHON JEUCTBUEM CEPHOM KHUCIOTHI 0€3 JecTpyKuuu TeTpadyTop-
STHIBHOTO (hparMeHTa ¢ 00pa3oBaHUEM coerHeHM 7 U §.

N—-N
7
N /
SN HOOC
i )
[\ NaN,, DMF H,S0, / N
N - 6c ——= ,
N’ N
) |
CF,CF,H CF,CF,H
7 8

Taxkum 00pazoM, HaMHU HCCIICTOBAHBI PEAKIIHU DIICKTPOGHUIHLHOTO 3aMellie-
HUS TTUPA30JI0B, COAEPKAIINX TUPTOPMETUICHOBBI (parMeHT y aToMa a3oTa
Y HalJIeHbl YCJIOBUS HHUTPOBAaHWS, TAIIOTEHUPOBAHHS W IUAHUPOBAHUS TaKUX
COCTUHCHHH.

SKCHEPUMEHTAJIbBHASI YACTb

Crextpst SMP 'H n "F perucrpuposamics ma mpuGope Varian VXR-300 (300 MIm),
BHyTpennue crangaptel TMC u Tpuxnopdropmeran. UK cniextpsl momyuenst Ha mpudope UR-20
B Tabnetkax KBr.

N-Iudropmernsimupason (la). B Tpexropnsiii peakTop, CHaOXEHHBIH OapOOTEepoM ist
BBOJIa Ta3a, TEPMOMETPOM U 3PPEKTUBHBIM JedierMaTopoM ¢ Hacaakoil Bropiia, coennHeHHON
C HECXOJAIIAM XOJIOMWIBHUKOM, TomemarT pactBop 6.8 T (100 mmoins) nupasona B 30 mu
IUIIIMMa M 1pH nepemeninBanuu nobasisitor 11.4 v (200 mmons) KOH u 10 mn Boxsl. Ipu
WHTEHCHBHOM MEpPEMEIIMBAaHUU IPOIYCKAIOT TOK AUPTOPXIOPMETaHa, MOCTEHEHHO HMOJHMMAs
Temneparypy B peakiMoHHOH cMecu 10 90-100 °C. Ilpu 3TOM IpPOUCXOIUT OTFOHKA LIEIEBOrO
MPOJYKTa, COJEpIKalIero IPUMECh BOABI M pACTBOPHUTENs. Peakuuio NpeKpamialoT, Korjaa
TemIiepatypa B napax B Hacanuke Bropua mocturaer 90 °C. CoOpaHHBIH CBIPOH MPOAYKT CyIIaT
MgSO, u nonBepraroT GpakIMOHHON Meperonke, cooupas ppaxiuo ¢ T. kum. 85-87 °C.

N-Audropmermi-3,5-numernanupazoa (1b). UYepes pactBop 9.6 T (100 mmoIB)
3,5-mumermnmupazona B cmecd 30 mir gmokcana, 20 mut Bogel w 17.1 t (300 mmons) KOH
06apOOTHPYIOT TpH WHTEHCHBHOM HepeMemmBaHuU udropximopmeran mpu 4045 °C mo
MIPeKpaIIeHuUs orIomeHns ra3a (~4 1). lo6asmstor 150 M1 BOJIBI, BEIMIABIIEE MACIIO SKCTPATHPYyIOT
adupom (3 % 50 mi), apupHBIe BEITSDKKH MpoMbIBaioT Boxod (3 x 50 mi), cymar MgSOy, sdup
OTTOHSIOT, OCTATOK IIEPETOHSIOT, coOMpast ppakuio ¢ T. kui. 142-144 °C.

N-2-H-Terpa¢Topatuanupason (1c). K pacteopy 6.8 r (100 mmons) mupazona B 30 mi
6e3Bogaoro TI'® mpubasmaor 0.2 T (5 MMOJIB) METAIMYECKOTO KAJIUs, W MOCJIE PacTBOPEHUS
MOCJIETHETO PH MHTEHCHBHOM ITEPEMEIINBAHIH MIPOITYyCKAIOT TOK TeTPaTOPITUIICHA B TEUCHHUE
20-25 4 ¢ Takoll CKOPOCTBIO, YTOOBI T'a3 MOJTHOCTBIO MOTTIONIANICS, TOACPKUBAs TEMIIEPaTypy B
peakunonHoit cmecu 35-45 °C. TI'®D oTroHsoT ¢ 3pPeKTUBHBIM AeIerMaToOpoM, COOMPArOT
¢pakmuro ¢ T. kum. 90-110 °C. CsIpoil NPOAYKT, COACpKAIIMN NpPUMECh PACTBOPHUTEINS,
cmemmBaoT ¢ 20 M Boxsl U 20 mi 3dupa U BCTpSAXUBAIOT. DOUPHBINA CIOW OTAEISIOT, CyLIaT
MgSOy, 3¢up OTrOHSIOT MPHU aTMOCPEPHOM JaBICHUH ¢ AediuermaropoM. OCTaTOK MEPErOHSIIOT,
cobupas ¢paxnuto ¢ T. kum. 107-112 °C.
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N-2-H-TerpadTopaTua-3,5-qnumernimnupason (1d) moiaydaroT aHaJIOTMYHO COEIUHEHHIO
1c. Ilocne orronku TI'® ocTaTok NEperoHsOT B BakyyMe. JJaHHbIE COOTBETCTBYIOT OIUCAHHBIM
B suTepatype [8].

N-JAudropmernii-4-uurponupasona (2a). K cmecu 3 mn H,SO, (d = 1.84) u 2 M1 HNO;
(d =1.52) mpubasnstor npu nepemernnBanun 1.18 r (10 Mmonb) nupaszona la. Peakiponnyio
cMmech nepemeninBaroT 3 4 npu 30—40 °C, ocTaBiIAIOT Ha HOYb. BEUIMBAIOT Ha Jiell, HEUTPATU3YIOT
pacTBOpOM cofbl, dKCTparupyot 3dupom (3 x 20 min), 3¢HUpHBIE BBITSDKKH MPOMBIBAIOT BOJION
(3 x 50 mi), cymar MgSOy, 3¢up OTTOHSIOT, OCTATOK MEPETOHSIOT B BAaKyyMe.

N-Audropmernii-3,5-numerni-4-aurponupason 2b. Yepes pactBop 1.4 r (10 mmoinb)
3,5-nuMeTHiI-4-auTponupaszona B cMecu 10 mu auokcana, 7 mit Boxsl U 2.9 r (50 mmoins) KOH
6apOOTHPYIOT NIPY MHTEHCHBHOM INepeMelrBaHuu audropxnopmeran npu 4045 °C no mpekpa-
mieHus moryiomeHus rasa (~4 4). Jlo6aBnsoT 50 M BOIBI, BBIMABIIME KPUCTAUIBI OT(HIb-
TPOBBIBAIOT, CYIIAT Ha BO3AyXE M KPUCTAJUTU3YIOT U3 TeKCaHa.

N-2-H-TerpadTop3TH1-4-HUTPONMPA30J1 (2¢) IOIYyYalOT aHAJIOTMYHO COCIUHEHUIO 2a.

N-2-H-Terpa¢gtopatua-3,5-numerwi-4-uurponupaszon (2d). K cmecu 3 M H,SO,
(d=1.84) u 2 mn HNO; (d = 1.52) u 0.5 mn 10% oneyma npuOGaBisIOT NpU NEpeMEIIH-
Banuu 1.96 r (10 mmons) nupasona 1d. PeakionHyro cMech nepeMenIMBaOT B TeUeHHE 3 U MpU
100-110 °C, octaBisitoT Ha HOYb. B naypHeiineM o0padaThIBAIOT aHAJIOTHYHO COCMHCHHMIO 2a.

N-ITosmdropankui-4-opomnupasonsl 3a—d. K cmecu 20 MMOIB COOTBETCTBYIOLIETO
coequaeHnss la—d u 30 M BOABI MpHM HMHTCHCHBHOM IEPEMELIMBAHUHM NpUOaBIAIOT 3.2 T
(20 mmonp) OpoMa W MEPEMENIMBAIOT MPHU KOMHATHOH TeMIiepaType 0 0OeCIBECUMBAHUS Peak-
LUOHHOH cMmecu. DKeTparupytoT 3¢upom (3 X 20 mi), 3¢upHBIC BBITSHKKH TPOMBIBAIOT BOIOU
(3 x 50 mi), 2% pactBopom NaHSO; (50 mm) wu cHoBa Bomoit (50 mu). Cymatr MgSOy, >¢up
OTTOHSIOT, OCTATOK IEPETOHSIOT B BaKyyMe.

N-Aupropmernii-3,5-numerni-4-xaopnupaso (4b). K cmecu 2.92 r (20 Mmonb) nupaszona
1b 1 30 M BOIBI IPH MHTEHCHBHOM IIepeMeIInBaHuy npubasisitor 1.68 r (20 mmons) NaHCO,
U MIepeMEIINBAlOT TP KOMHATHOM TeMIIepaType, INpOIyCKas TOK XJOpa g0 HAaCHIICHUS
(~30 MuH). OxcTparupyioT 3dupoM (3 x 20 M), 3pHUpHEIE BEITSHKKH IIPOMBIBAIOT Bozoit (3 x 50 M),
2% pactBopom NaHSO; (50 mut) u cHoBa Bomoi (50 mu). Cymar MgSO,, 30up OTrOHSIOT,
OCTaTOK IEPETOHSIOT B BaKyyMe.

N-2-H-TerpadTopaTni-3,5-numernii-4-xjopnupason (4d) noryyaroT aHaJIOIHYHO.

N-Audpropmernii-3,5-numerni-4-uoanupazona (5b). K pacrsopy 2.9 r (20 mmoins) mupa-
3o1a 1b B 15 M 90% H,SO, npubasnstor npu nepemernBanuu 4.75 r (21 mmons) N-Hozncyk-
muaumuna. IlepememmBaror npu 30-35 °C mo mosiBNeHHS HHTEHCUBHOH OKpackd HOIA.
BeumBarot Ha jeq, skcTparupyioT 3¢upom (3 X 20 mi), 3¢HUpHBIE BBITSDKKH IPOMBIBAIOT BOJOI
(3 x 50 mi), 5% pacrBopom NaHSO; (50 mi) u cHoBa Bojoi (50 mu). Cymar MgSOy, 3¢up
OTTOHSIOT, OCTATOK NEPETrOHSIOT B BaKyyMe.

N-2-H-Terpadropatui-4-uonnupazon (5¢) u N-2-H-terpadroprtui-3,5-gumerunii-4-
HoaA-nupasod (5d) noayyaroT aHaJIOTHYHO.

N-Audropmerni-3,5-numerni-4-unanonupaszoa (6b). K pacreopy 2.9 r (20 mmoms)
mupasona Sb B 15 mu Ge3BogHoro aumerwmianeramuaa npubasistoT 2.7 T (30 mmons) CuCN.
PeakimonHy10 cMech KHIATST IpH nepeMemnBanui B Teuerne 20 4, gobasmsitor 100 M BoasL,
MPOAYKT SKCTPArupyroT 3QUPOM U BBIIEILSIOT XpoMmartorpaduuecku (crmkareas MN-Kieselgel-60,
3II0EHT X1opodopm, Rr0.8).

N-2-H-Terpa¢TopaTui-4-unannupaszot (6¢) moaydaroT aHaJOrMYHO. Bpems peakiyu 2 4.
IMocne skcTpakimu 3GUPOM MPOLYKT HE XpOMAaTOrpadupyroT, a KPUCTAJUIM3YIOT M3 NEHTaHa
BBIMOPa)KUBaHUEM.

N-2-H-TerpadTopatuia-4-(rerpazoa-S-mn)mupason (7). K pacteopy 0.58 r (3 mmomn)
npaHonupasona 6¢ B 5 mia 6e3soxHoro IM®A mpubasmsror 0.22 r (35 mmons) NaN; u 0.15 T
(2.7 mmoms) NH4Cl. PeakimonHyio cMech IepeMenmBaroT B TedeHne 12 1 mpm 120-135 °C,
OTTOHSIIOT PACTBOPHUTENH B BaKyyMe, K ocTaTtky mobasisror 20 mi Boasl u noaxucisitor HCI mo
pH 2-3. BrimaBmmii ocaiok OTQUIETPOBEIBAIOT, KPHCTAUIM3YIOT U3 BOJHOTO METaHOJA.

N-2-H-Terpa¢Topatui-4-kapdoxkcunupason (8). Pacteop 0.58 r (3 mMmonp) nmaHomnu-
pasona 6¢ B 3 mi 50% H,SO, narpesator B Teuerue 3 u npu 100-110 °C. JoGapmsror 10 ma
BOIBl U YaCTMYHO HeHTpanu3yroT ammuakoM 1o pH 2-3. BrigepxuBator 4 4 mpu 0 °C u
BBINABIIHNE KPUCTAIUTBI OT(HUIBTPOBBIBAIOT U CYIIAT HA BO3IYyXE.
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