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PABPABOTKA METOJIA CUHTE3A O-TUOBEH3OMWJI-
B-AMUHOITPOITMOAMUIOKCUMOB

Bianmoneticreue O-0eH30m1-b-aMHHOIPONHOAMHIOKCHMOB C PearcHTOM JIaBecCOHA MPOBEACHO B CIICAYIOIINX
YCIOBHSX: AKTHBHPOBAHUE PEAKLIMH MUKPOBOIHOBBIM U3/1y UCHUEM IPU COOTHOIIEHUH peareHTOB 1:0,5; cuntes B TT @
IIPHU KOMHATHOM TeMIeparype B TeueHue 10 CyT mpu COOTHOIIEHUH pearcHTOB 1:1; Tnoruposanue B TT @ mpu cOOTHO-
meHuu pearcHToB 1:0,5 mpu Temmepatype 55 °C B reuenne 10 u; mpoeeacuue peakimu B TI'® mpu cooTHOMEHUA
pearcuroB 1:0,5 mpu 70 °C B TeueHue 10 4. ICMo 1630 BaHHE TIOCICAHETO METOAA 1acT O-THOOCH30HT-b-aMHHOTIPOTIHOA-

MHIOOKCHMBI B BHAC OCAaJKa C HAHOOTIBIITHM BBIXOO0M.

B pesynprare mpeaplayIiuX HCCIEAOBAHUHA B
psaay O-aponi-B-aMHHOIPOTHOAMHIOKCHMOB BbISIB-
JICHBI COCIUHCHUS C BBICOKOU HelpodapMaKkolIoru-
YCCKOH M MPOTUBOTYOCPKYIC3HON AKTUBHOCTRIO [ 1].
C uenbro U3YUCHHS BIHSHUS 3aMCHBI aTOMa KHCIIO-
poJa B KapOOHHIBHOH TPVIINE AlMIBHOTO OCTATKA
Ha aTOM Cepbl HA OHONTOTHYECKUE U XHUMHUYCCKHC
CBOICTBA M3YIacMOT0 PsAa OPTaHHYECKUX COEIH-
HCHUH NPOBCACHO B3aUMOCHCTBHE ocHOBaHmi O-
aponIT-B-aMUHOTIPOIHOAMUIOKCHMOB C PEarcHTOM
JlaBeccoHa B pa3HBIX YCIOBHAX.

Pearent JlaBeccona — 2,4-0Ouc-(4-merokcude-
Hun)-1,3-autna-2,4-gudocdstan-2,4-qucynedug
HCTONB3YETC KaK YAOOHBIM PearcHT JAJsl 3aMCHBI
aToMa KUCIIOPOAa B KAPOOHUIIBHBIX IPYIIIAX HA aTOM
CEpHI; OH MMEET YETHIPEXWICHHOE KONBIIO C HUepe-
JOBaHUEM aTOMOB cephl U atoMoB (docdopa. [lpu
HATPCBaHUU 3TO KOJIbLIO PACKPHIBACTCS ¢ 0Opa3oBa-
HHEM JBYX PEAKLIMOHHOCIIOCOOHBIX TUTHOGOCHUHH-
manos 2[p-CH,0C H,P(+)=SS(-)], nmerormux 6eTa-
HWHOBYIO IpHpoy. B 0CHOBHOM, XMMIYE CKHE TPEBpa-
IIEHNd ¢ MCIoJb30BaHueM pearcHra JlaBeccona
CBSA3aHBI C B3AMMOAECHCTBUAMH HA OCHOBE ITHX pe-
AKIIMOHHOCTIOCOOHBIX MHTCPMEIUATOB [2].
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Peaxmust MoxeT GBITH IPOBEACHA B PACTBOPH-
tensax (TT'®, Tonyon niau AMOKCaH) IPU HArPEBAHUN
[3—7] vu mpu BO3ACHCTBUH MUKPOBOTHOBOTO U3V~

4cHHA Ha HeHTpaneHoM Hocurene AL O, [8, 9]. Hamu
BBITIOJIHEH NOA00P YCIOBUH B3aMMOICHCTBHS HEKO-
TOpBIX P-amuHOMponnoamMuaokcumos (1-3) ¢ pea-
reaToM JlaBeccoHA M HAMICH MCTOJ CHHTC3a TIPO-
IYKTOB THOHHpOBaHus (4, 6, 7) (tadn. 1), koTopsrit
OVICT NCIONB30BaH B JANBHEHIIEM A1 Gosee pac-
LIMPCHHOTO PSA UCXOTHBIX CYOCTPATOB.

Mertoga a. [Ipu aktuBupoBannu peakuun O-OcH-
soun-P-(munepu - 1 -um)npornroamuaoxcuma (1) ¢
pearcaToM JlaBeccona B cootnomeHnu 1:0,5 Ha okncH
AJTFOMUHUS TIPY MUKPOBOIHOBOM Bo3aeticTuu (90 B,
4 MUH) 37TFOMPOBAHUCM H3 OKHUCH ATTIOMHUHUS XJIOPO-
tdhopMoM npoayKT peakimu (4) BBIACICH C HEBBICO-
kuM BeIxoaoM 24 % (1. . 170 °C; R.0,82).

Metoa 6. [lonHoe mporekanue peaxumu O-
6enzom-p-(Mopdoaun-1-un)nponnoamu0KkCumMa
(2) ¢ pearenrom JlaBeccona B cootHomeHuu 1:1 B
TT'® mpu kKOMHATHOU TEMIICPATYPE, UCXOAS U3 JaH-
HeIx TCX Ha mnactunke Sorbfil, nmpu orcyTcTBHM
nsaTHA uexoanoro O-sdupa amuaokenma (2) ¢ R 0,57
Y BOSHUKHOBEHUH IATHA poAykTa (5) ¢ R 0,70, ye-
taHoB1eHO uepe3 10 xraeit. OxHako HaMMIKe Hempo-
pearuposasiuero pearcura JlaBeccoHa He mo3BO-
et Boiaeuth O-tnobensonn-p-(mopdonun- 1-um)n-
pornroaMuIOKCHUM (5) ¢ MOMOIIBIO BBHICAKHUBAHUS
BOIOH, 3¢upom, rekcanom. OTcrona caenaH BbIBOA
0 HCOOXOAMMOCTH MPOBCACHHS PEAKLIMHU IIPH COOT-
HowmeHnu peareHTos 1:0.5.

Mertoa B. Tuonuposanue O-6¢H30mI-B-MOp-
donuHONponmoamMuaokcuma (2) pearcarom Jlasec-
cona B TT'® nipu cooTHomennu pearernros 1:0,5 npn
remneparype 55 °C mpoxoaut B TeueHue 10 .
Beiaeaute NpoayKT U3 PEAKLMOHHOM CMECH C BbI-
xoaoMm 68 % yaanoce B Buac ruapoxsopuna (6),
KOTOPBIU PU BO3JCHCTBUU HA PEAKLIHOHHYIO CMECh
s¢upueiM HC1 no pH 3 BeImazaer cpasy, umeeT mo-
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Tabmura 1. @U3HKO-XUMIYECKHe XapaKTepHcTHKH O-THOGeH 30 WI-B-aMHHOITPOTTHOAMITOKCHMOB (4—7)

No [-amrHO- TpyIIIa Brixon, % R,! T mn,°C Hatineno. % Gopmyna
Brrumcneno, %
C H Hal

4 TIUIIepUUH- | -1 24 0,82 170 57.50 7.58

57,78 7,11 - CH, N,O8
5 MOPQOIHH-1-711 - 0,70 HE BbIJIC- - =

TeH 61,83 726 - C HN,OS

6 MophOIHH- 1 -1 68 0,51 168 57.59 6.60 10.37

5732 6,53 10,75 C, H,,CIN,O,S
T OeH3nMHIa-3011- 1 -11 62 0,63 126 62.59 4.61

62,94 4,97 - C . H N,08

I[pnveuanue: ' R coemunenntt (4-7) NOTyYEHDI B OI0EHTE — 9TaHom:6enson = 3: 1.

kasarenb noaBkHOCTH R 0,51 nt. . (pasn.) 148-
150 °C.

peazeHm
flageccona

X =CHy (1): R 0,44 1. nn. 82 °C;
O (2):Rs 057; 1.1n. 190°C

ey

3. R 0,57 1.1n.158 °C J

4:24 %; R; 0,82, 7. nn. 170°C
Ph

7

N s

O

5: Ry 0,70; He BbIgENEH

6:68 %;R¢ 0,51;7.nn. 148-150°C

Y

7: 62 %; Ry 0,63; 7.nn. 126 °C

a:1:RL=1:1, ALO3 MW, 90 BT, 4 muH; 6: 2:RL = 1:1, TT'®, 20 °C, 10 cyT;

B:2:RL = 1:0,5, Tr®, 55 °C; 10 4; r: 3:RL = 1:0,5, T, 70 °C, 104

Merton r. [Tposeacuue peakuun O-6¢H3z0mI-3-
(6enzumu gazon-1-wi)nponuoamugorcuma (3) ¢ pe-
arcHToM JlaBeccoHa B TeTparnapodypase mpu co-
otHouicHun pearcutos 1:0,5 u remmeparype 70 °C
B TeucHue 10 u gaer npoaykr peakunu (7) ¢ BbIXO-
aom 62 %, R, 0,63 u . nn. 126 °C B BHAe Georo
ocajaKa, He HMCIOLICTO 3araxa, KOTOPbIH HAYHHACT
00pa30BBIBATLCS B PCAKLIMOHHOM cMecH uepe3 1 u
Harpeea.

CpasHenne UK-ciekTpoB HCXOAHBIX OCHOBAHUI
O-3¢dupos P-amunonponuoamuaokcumos (1-3) u
MPOAYKTOB MX B3anMOACHCTBHA ¢ pearcHTOM Jla-
BeccoHa (4, 6, 7) (Tabn. 2) MOKa3kIBACT, YTO B MPO-
JOYKTaX THOHUPOBAHUS HCUC3ACT M010CA BATCHTHBIX
KOJIeOAHUU NBOMHOU CBA3U Wiy CHJIbHOU UHTCH-
cusHOCTH B parione 1717-1719 cm™! u Bo3HMKACT MO-
JI0CA BAJEHTHBIX KOJICOAHUM ABOMHOM CBS3HU Yo
CpexHeH HHTCHCHUBHOCTH B oOnacti 1297-1319 v,

Takum oOpazom, paspaboTaH MPUSMICMBIN
Meton cunte3a O-THOGCH30MII-[3-aMHHOTIPOITHOAMH-
JOKCHMOB, KOTOPBIH 3aKiIrouactcs B Harpesanuu O-
6CH30MIT-3-aMHHOTIPOITHOAMHIOKCHMOB C PEarcHTOM
JlaBeccona B Tetparuapodypane mpu 70 °C B Teue-
Hye 109 npu coorHomernnn 1:0.5.

IKCHEPUMEHTAJIbBHAA YACTH

UK-cnextprl cuarel Ha npudope NICOLET
5700 FT-IR B Tabnetrkax KBr. Kourpons 3a xomxom
peakuuu ocyuiecTssics ¢ nomorinsro TCX Ha mia-
crunkax Sorbfil (3AO CopOnonumvep) ¢ HaHECCH-
HbIM copOeHTOoM — crnoem cunukareias CTX-1A,
3epHeHHEM 3-17 MM, YO nraukaropom YO-254 B
snroeHTe taHon:6¢en3om, 3:1. PactBopurenu, uc-
MOJB3YCMBIC MPH NEPEKPHCTATITU3ALNH HCXOTHBIX
aMHUITOKCUMOB P-(runepuaus-1-mi)-, B-(Mopdoaun-
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Tatmura 2. UK-criekTpbl O-Gen3omit- n O-TnoGeH30nI-B-aMuaonponnoaMuaokcnvon (1-7)

No [-amuHO- Banentrrie u gedopmarionupie koineGanust cesizeit, cm, Tabi. KBr
rpymia Ve Ve 8N-H Ve Vs Veo Veu Vo VN(+)-H VN(-H)Z
1| 1mmepu-ymH-1-m1 1719 | 1637 | 1611 | 1611 - 1277 1117 | 1070 - 3201; 3329; 3455
2| wmopdo-mH-1-mi 1719 | 1637 | 1613 | 1610 - 1280 1117 | 1070 - 3198; 3331; 3455
3| Gemsumuyt-azon-1-mwn | 1717 | 1635 | 1618 | 1612 - 1277 1069 954 - 3196; 3310; 3452
4| mepu-uH-1-m1 - 1674 | 1600 | 1568 | 1297 | 1268 1073 | 1027
6| Mopdo-mH-1-mi1 - 1693 | 1642 | 1600 | 1319 | 1271 1092 | 1064 | 2562;2684
7 | GeHzumMuI-a3011- -1 - 1643 | 1600 | 1600 | 1316 | 1257 1092 | 1025 - 3399

1-um)- u B-(GeH3ruMKraao - 1 -1IT) IPOMHOAMHIOKCUMOB
u O-apoun-f-amuHonponuoaMugokcumoB (1-3)
(i-PrOH), a tax:ke pacTBOPUTEIIH, MPUMCHSICMBIC
kak aarocHTh 11t TCX (3Tanon, O6H30.1), HI0OUPo-
Banus npoaykTa 4 (CHCL,) npurotoBaeHs! o craH-
JAPTHBIM MCTOIHUKAM.

CunTespl nexoaHbIX OcHOBaHuN O-OeH30mI-[3-
amuHonporuroamuaokcumos (1-3) mpuseacHs! B [ 1].

Cunmes O-muobenszoun-B-(nunepuoun-1-un)-
nponuoamudoxcuma (4) (coomuouienue peazen-
moe 1:0,5, MW, 90 Bm, 4 mun.) O-benzonn-f-(mu-
nepuauH- 1 -um)nporroamugokcum (1) 0,3 ¢ (0,0011
mouib) u 0,20 r (0,00055 mons) pearcara JlaBecco-
HA PACTCPIU B CTVIIKC ¢ 22 T HCUTPATBEHON OKHUCH
AJTIOMHHUS U B TIIOCKOJOHHOU KOJIOC MOMECTHIHN B
OBITOBYIO MUKPOBOTHOBYIO Tieub LD MS-202 Y cun-
Te3 mpoBogwtH B TeucHue 4 muH mpu 90 Bt. Peax-
LHOHHYIO cMech moMecTuu B anmapar Cokenera u
skctparuposanu CHCI, B reuenue 2 aneit. Ipu xon-
tpone TCX ormeueno matHo nmpoaykra ¢ R, 0,82;
nocne ynapusanus CHCL, momyueno 0,05 r (24 %) 4
ct w1 170 °C.

Cunmes O-muobenzoun-B-(moponun-1-un)
nponuoamuooxcuma (35) (coomuouienue peazer-
moe 1:1, TT'®D, kown. m-pa, 10 oneir). K 0.8 r (0,003
monb) O-6eHzoun-f-(mopdonun-1-un)nponuoamu-
nokcnMa (2) B 30 mut ocyineHHoro TT'® mopumsavu
MPH OXTAKACHUH peakuonHou cMecu 10 10 °C xo-
oasumu 1,21 r (0,003 moas) pearcuta JlaBeccona.
[Mocne 1 u mepememuanus npu 10 °C peakuuoH-
HYIO CMECh MICPEMEIITUBAIH [P KOMHATHOH TEMITC-
parype B Teucnue 10 cyt ¢ kourposgem TCX. [Tat-
HO mpoaykrta peakuun S uveeT R, 0,70. Tlonbitku
BbIACACHUS S5 BeicaskuBanueMm u3 TI'® Boxoi, sdu-
POM, TCKCAHOM JAaBATH HCKPHUCTAIH3YIOLIYIOCS
Maccy €O CleJaMH HCXOOHOro pearcHra JlaBeccona.

Cunmes euopoxaopuoa O-muobenzoun-p-
(Mopghonun-1-un)nponuwoamudorcuma (6) (coom-

noutenue peacenmog 1:0,5, TI'D, xomnamuas
memnepamypa, 10 oneii). K pactsopy 0,3 1
(0,00108 momnb) O-Genzoun-p-(Mopdonun-1-wr)mpo-
nuoamugokcuma (2) B 30 mu ocymenunoro TT'®
MOPLIMSIMHE [TPH OXJTAKACHHH PCAKLIMOHHON CMECH 10
10 °C nobasunu 0,22 r (0,00054 moss) pearcura Jla-
Beccona. [locne 1 u mepememusanus mpu 10 °C
PCaKLMOHHYIO cMech nepemermmsany mpu 55 °C B
teucHue 10 4 ¢ xontponem TCX. Ipu xomHaTHOMH
TEMIICPATYPE K PEAKLHOHHOU cMecu 100aBICH pa-
cteop HCI B adupe no pH 3. [Ipoaykr 6 cpasy BbI-
nagacT B ocanok. Breixox 6 0,24 r (68 %), R, 0,51,
T. 1. (pasn.) 148-150 °C.

Cunmes O-muobenszoun-p-(6ensumuoazon-1-
un)nponuoamudoxcuma (7) (coomumoutenue pe-
aeenmos 1:0,5, TT'®, 70 °C, 10 y). K pactBopy 0,3 1
(0,001 momnp) O-6ensonn-P-(Gensumuaaszon-1-mn)
mpormoamugokcuma (3) B 15 mi ocyennoro TT'd
MPH OXJIKACHUH J€ASIHOW BOJOUW U NEPEMEITUBAHUN
nopuusivu modasuau 0,2 r (0,005 mome) pearcHra
JlaBeccona. Ilocie 3TOro peakMOHHYIO CMECh Ha-
rpesaau npu Temmeparype 70 °C ¢ kourponem TCX.
Uepes 2 1 HarpeBaHus HavyaI BbIIagarh Oeblii oca-
J0K 7. PeakmmoHHYIO CMECh HArPEeBAIHN CIIc 8 1 U
sarem Beigewn 0,2 v (0,00055 mos), 62 % mpo-
Aykra Tuoapounuposanus (7); R.0,63, 1. . 126 °C,
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Pe3siome

O-06eH30MT-P-aMUHOTTPOTIMOAMITIOKCUMIepMeH JlaBec-
COH peareHTiHiH apeKeTTecyi Keleci XaFmainapia e TKizireH

pearenTTepaid, 1:0,5 KaThIHACBIHIA AKTUBTI peaKIIys peTiHie
MUK POTOJIKBIHIIBI COYIIETICHIIPYMEH acep eTKeH;TeTparuipa-
(bypaH KaThICHIHIA KAJIBITITHL TEMIIepaTypajia peareHTTepIiH,
1:1 KaThIHACKIHA CUHTE3ICTeH; TeTparuipodypaH KaThl-
chiHga 55 °C-ta 10 carar apanblFblHIA peareHTTepIiH 1:0,5
KaThIHACKIH/IA THOHUPJICHTCH; TeTparuipodypaH KaThbIChIH-
n1a 70 °C-ta 10 carat apaiblrblHIa peareHTTepHiH, 1:0,5 KaThI-
HACBIHJA peakims XyprizinreH. COHFbI 9IiCTi KOJIIAHY ap-
KbLIbl O-THOOGEH30MI-B-aMUHOTIP OITMOAMUITOK CUMAEPIL
TyMOa TYpiH/Ie XOFaphl IIBIFBIMMEH aayFa OOJIalbl.

Summary

Interaction of O-benzoyl-f-aminopropioamidoximes with
Lawesson’s reagent was fulfilled in the next conditions: activation
of reaction at microwave radiation at reagent’s ratio as 1:0.,5;
synthesis in tetrahydrofuran at room temperature during 10
days at reagent’s ratio as 1:1; thionation in tetrahydrofuran at
reagent’s ratio as 1:0,5 at 55 °C during 10 h; conduction of the
reaction in tetrahydrofuran at reagent’s ratio as 1:0,5 at 70 °C
during 10 h. Application of the last method gives O-thiobenzoyl-
B-aminopropioamidoximes as precipitation with the largest
output.
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