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BPOMMPOBAHUE S5-METHI-2-AHETHUJIOPYPAHA

Wzyueno 6poMuposanue 5-meTui-2-anetwidbypara 6poMom u N-GpoMCyKIMHUME-
nom. Jeitctare N-GpoMCyKUMBMMHIA HA 5-METUI-2-aueTIidypas B PASIMUHbIX PACTEO-
PHTENIX IPUBORUT X CMECSM (J-0POMKETOH, S-6pOMMETHUIIPOUBOIHOTO U S-GpoM-
MeTUI-( -GpomKeTona. IIpuMenenue 2,2’ -a3061Cu306y TUPOHUTPUIA B KAUECTBE
aKTMBATOPA PAMUKAIBHOTO HPOLIECCA HE AeJ1aeT PeakIIMIO CeIEKTHBHOLL, HO COCOGCTBYET
GPOMUPOBAHMIO 110 METIIIHHOM rpymne nukia. bpoMupoBanueM 5-Merui-2-aneTu-
(ypara GpoMom paspaboTas CeleKTUBHBIA METO CHuTe3a S-MeTwi-2- (6pomarieTsun) hypasa.

Cunban npu medicreunm N-OpoMcykiuauMuaa (NBS) B ueThIPEXXJIOPHECTOM
yraepone obpasyer 2-6pommerwndypas [11, a 3-anetTwidypan sHe GpoMupyerca
mo xeromHOM Ttpymme [2} TlostoMy xasamock BO3SMOXHEIM TOJNYUHTb
5-6pommerwn-2-amermndypan (II) mpu fmedcTBEE TOTO XE& pearcHTa Ha
S-merun-2-anetwadypan (I). Ongsako Ha DPaKTHKE TA PEAKHMS 0Ka3aIach He-
CCJICKTHBHOM 1 nmpuBeaa, cormacHo gagabpM TCX, KX m cnexrpor IIMP, x cmecm
mpoRykxToB Opomuposanmd II—IV 1o 5-MeTHIbHOM ¥ aHNETHIBHOR TPYIaMm.
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Beixon oxmpaeMoro coemmHesws 11 cocraBun TOaeko 179, B HECKOILKO
MEHBIIEM KOIMUECTBE 00pasopbBanca J-Opommermi-2- (Gpomanermn) Gypad
(IID), a rIaBHEHIM DPOXYKTOM PEeaKIFM 0Ka3ajcd S-MeTmi-2- (OpoManermwn) Gypan
(V). TlombiTKa TpHEATEH PeaKOy¥ CEJEKTHBHOCTH C MOMOINBI0 KATaaW3aropa
PaaMKAIBHBIX POIEccoB (2,2 -a300ucrn300y THpORHTPHIA) CIOCOGCTEOBANA JIUNIh
yBemuernio xosm Opomaamemennnix 11, 111 n ymensmenszo nomm Gpomkerona IV.

Ilpw 3aMeHEe UETHIPEXXIOPUCTOTO YIIEPOXA CMECHIO YKCYCHOTO AHTHAPHAA C
HeOOMBPIMIOR [00aBKOM YXCYCHOM KWCAOTH, VCIENIHO MHCHOMb3YEMOM UIs
CEJIEKTHBHOTO OpOMMpOBaHHS 2-ameTUTHO(EHA B IOJIOXKEHHE 5 TPH JEHCTBHY
N-Opomcyxnmeumuna [3], m3 keroHa I HomydeHH T€ XK€ COSHMHEHHT, HO C
PABHEIM COCTHOIIEHWeM MOHOOpoMaamemeHHbX I, IV npw HMskoM conepxxanuu
mubpomsamemensoro 111,

TlonyuyeHnsie cMecd BEIIECTE CPAaBHUTEIBHO XOPOIIO COXPAHIIOTCS JIHWIIHL B
pacTBopax OpradwuecKuX pacrBOpUTencH Ha xoxORy. IIpu OTroHKE pacrBOpmTe-
JieHl paxe TPH MOHAXKEHHOM NaBacHN 00pa3yIOTCH TEMHBIE IYCTHE, IHMSIITHE HA
BO3AYXE XHAKOCTH, KOTODHE HPH KOMHATHOM TEMHIEpaType B TEUCHHUE
HECKOJIBKYX KHEH NPEBPAINAroTCd B UEPHEE TBEpabie coeamuennd. O6pasyomue-
¢4 cMecu asanusupopamm MetogoM [IMP uepes HECKOABKO UaCOB TOCAE OTTOHKH
pacteopurens. CocTaE mpOAyKTOB OpOMHPOBAHUS NHPM PA3IMYHBIX BAPHAHTAX
CHHTE3a IPHUBEACH B Tabu1. 1, a CHeKTpaTBHEIE XAPAKTEPUCTHKY HEUBHTY ANbHEIX
coemuHennit — B Tabmn. 2.
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Taﬁﬂnua 1

Bpomuporanne KeroEa I N-OpOMCyKIuHEMEIOM

YeoBusl peaxiivy (PacTBOPHTEID, HIpoftyKTer peaxitud, % Kon-80 Henpopear@osasmero
TIPOROIKHATETBHOCTE, TEMIIEPATYPa) XeToHa, %

I Jiid v
CCly, § u, xunigyenue 17 14 57 12
CCls, xarammuzarop, 1 u 36 28 24 12
KHIISYEHUE
Aco0—AcOH, 1 3, 40 °C 31 6 31 31

Tabnuuma 2

Cnextpsr IIMP 5-metmi-2-anermiadypasa I @ ero Opomsamemernsbix IT—IV

Coe- X¥MHIGecKAe COBHIH, 6, M. . J, T
nuHe- B}
Hxe 3H aH ApyTEe rpymmt sH 4 SH- | 4H— 3H— o 4B

CHs CHs CHyBr | CHyBr

1 7,200 1] 6,28 m.x | 2,36 n. g (5-CHs) 3,5 0,6 0,9 — —_
2,36 ¢ (COCH3)

I 7,27 6,72 ym. | 4,73 x. x (5-CH2Br) 3,6 — — 0,6 1,0
Y. X I 2,43 ¢ (COCH3)

m 7,49 6,80 ym. | 4,76 5. o1 (5-CH2Br) 3,6 — — 0,6 1,0
YOL X I 4,52 ¢ (COCHBr)

v 743 x. 8| 6,37n.x | 2,40 o g (5-CH3z) 3,5 0,6 0,9 — —
4,52 ¢ (COCH>Br)

WnanusuayanbEee COCKWHCHUS BBIEEACHBI M3 CMECEU /IS CHEKTPAaIBHOTO
aHAIA32 METOOM BEICOKO3(POEKTHBHON KHUAKOCTHOM xpomarorpadmu. Macmool-
pasmsle S-OpommMerminubie opoussopase 11, 11T nocrenenmno TemMaeOT Ha CBETY,
TEMOEPATYPH KUTEHUS W3-33 MAJBX KOJWUECTB HE ONPEAEiIcHBl. B oTimame oT
HEX GpoMkeron IV Gosee yeroiume. O0pasen ero, MONyUYeHHEH qeiicTEreM Spoma
HA KCTOH | m oumrmiewunil XBYXXPATHOV KPHUCTA/UIN3ATHEN, OCIAE TOAOBOIO
XpaHEeHUS B TEMHOTE OKa3aJICI HEU3MEHHEIM.

Ipu 6poMuposanum S-meTwa-2-aneTwidpypana GpOMOM B CMECH HHOKCAH——
s¢up, 1 : 2,5, ¢ BHICOKMM BBIXOIOM MOAYYEHHl S-MeTwi-2-{Gpomanermi) hypan
(V). MoXHO 38K/I0YATH, YTO ACHOIP30BAHKE OPOMCYKIMEAMULA O0YCIOBIABAET
GpOMEpPOBANEE METWIHHOM M ANETHIBHOM TDYIII HCXONHOM MOJEKYJHI, a OpoMa
BEET K CENEKTHBHOMY CHHTE3Y COOTBETCTBYIOMIETO OPOMANETI/IIPOA3BONHOTO.

IKCOEPUMEHTAJIBHAYI 9ACTB

TOHKOCIOMHYIO xpoMaTorpaduio ocyecTsaanmy Ha miactnekax Silufol UV-254 B cucreme Gen-
son—oaTmnaneTat, 3 ¢ 1. IlpenaparusHoe pasaesexwe cMeceil NPOBOIMIM HA BRICOK03(GHEKTUBHOM
KuakocTHOM xpomaTorpade Du Pont-830 ¢ VO perextopom A 254 um) , xosorKa 250 - 6,2 MM, copBenT
— Zorbax-Sil, amoent 10% nponanon-2 B rexcaHe, pacxog 3,5 wi/mun. Cuextprt [IMP permctpupo-
paium Ha pubope Bruker WH-90/DS B rexcajeiitepoaueTone, BHyTpeHumi craunapt TMC.

BzamMopeticteue S5-metin-2-anermidypana (I) ¢ N-Opomcyknuanmunom. A. K pactsopy 12,4 r
(0,1 momp) xetoma I B 100 M CYXOr0 HeThIPEXXIIOPUCTOrO yriepoma pobasmmor 19,6 r (0,11 Mons)
HEePEXPHUCTAIUIMR0BAHHOTO K3 BOZBI M BRICYIIEHHOIO Ha OATHOKMCHIO (hocdopa N-GpoMCyKIMHMMUAA.
CMeCh KUIIITAT § 4, 0CafOK CYKIUHUMUAR OTHUIBTPOBBIBAIOT, (DUILTPAT TEMHOTO HBETa OCBETILIOT
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aKTMBHMPOBAHHBIM YIJIEM M YIAPUBAIOT B BakyyMe. Iomyqaror 20,2 r TeMHOM I'yCTOM, Cerka asMsmett '
SKUIKOCTH, KOTODYIO AaJiee MOIBEPrasoT XPOMATOTpadprueckoMy U CIEKTPASTGHOMY AHAIH3AM.

B. K pacteopy 6,2 (0,05 Mons) kerona I B 40 MII CYXOr0 9eTHPEXXIIOPUCTOTO YISIEPOAa HOGABASIOT
0,05 r 2,2 -az00mcr300y TuporuTpLa u 3atem 8,9 r (0,05 Mois) oumMmesHOro N-GpOMCyKIMHMMUIA.
Cwmech xumisttaT 1 110 BCue3HOBEHUS 0Ca7Ka N-GDOMCYKIIHHUMIA U HAYATA TOTEMBEHMS PeAKI{HOHIOM
cvecu. CyxupmumMug OTOWIBTPORBIBAIOT, IPOMBIBAIOT 10 MJI 4ETHIPEXXIIOPUCTOTO yriepoia. Puastpar
¥ IPOMBIBHYIO XKMKOCTb YIIADUBAKOT B BAKYYME M HOABEPraioT XPoMarorpadUueckoMy v CEKTPAIBEO-
MY aHaiu3aM.

B. B pacrsop 12,4 r (0,1 moump) xerona I B cmecu 40 MII YKCYCHOTO aurupuaa U 6 MJI YKCyCHOMH
KUCIOTHE B TeueHue 20 Mun BHOCST o wactsm 19,6 r (0,11 mMoms) oummennoro N-6pOMCYKITMEMMETA.
PeaxkuuorHyx0 cmecs Harpesaror 10 40 °C U IepeMenMBaioT IIpy 3TOM TeMuepaType 1 u, CyKIMHEMMM,
OTOMIIETPOBBIBAIOT, (DUIIETPAT BHLIMBAKOT Ha JeH, Hefirpanuayiot 40%, enxum natpom 50 pH 7 u maee
Buxap6OHATOM HATPHS HO IPEKPALEHIs BEIAEICHNS YIIEKUCIOTO T432, PACTBOP SKCTPArupyroT 400 M
s¢epa. Jxerpaxt cymar MgSO4, ynapusaior B BaKyyMme (3 MM pT. CT.) U 2HATU3UPYIOT C TOMOIIBIO
crexrpos IIMP.

5-Merin-2- (6pomanerem)pypar (IV). K pacrsopy 136,4 r (1,1 MOIB) CBEXETEPETHAHHOTO
(65...68 °C/6 mm pr. cr.) xeroma I B cMecu 200 Mt muokcana u 500 M1 adupa npu TEMIEpaType
20...25 °C 1 MHTEHCHMBHOM NIEPEMEITHMBAHMM B Teyerue 1 1 nprumsazor 56 M (1,1 moms) 6poma, mepe-
MeumBaroT emte 30 MuH, BrumMBaroT HA 600 r BOZBI cO JIbHOM K 200 MIT 3dupa, OTAEASIOT BEPXHUEL CHI0H,
TIPOMBIBAOT Er0 BOTHBEIM PAacTBOPOM Orkapbonata HaTpud, cymat MgSO4, PACTEOPUTENS OTTOHSIOT B
BaKyyMe, KOPMUHEBbIA KPUCTAIMHYECKUEL OCTATOK CYIIAT B BAKYYM-SKCHKATODE HAJ ISITHOKUCHEO (hoc-
¢opa, momygazor 195 T (87 %) Gpomxerona IV ¢ Tux 50...55 °C, COREPXAINETO HE3HATMUTETHHBIE IPUME~
CHM MCXOTHOTO KETOHA 1 AMOPOMKETOHA. BecuseTHrie KPUCTAILIBI, Trin 65...65,5 °C (43 BOXHOIO 3TaHOIA) .
Haitineno, %: C 41,09; H 3,47; Br 39,75. C7H7BrO2. Boerumcnero, %: C 41,40; H 3,47; Br 39,36.
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