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TUHOHWUPOBAHHE 5-AJIKHNJI-3H-®VYPAH-2-OHOB
1 UX HEDUKJIMYECKUX AHAJIOTOB — 30HUPOB
4-OKCOAJIKAHOBBIX KHCJIOT

HUsyuerno tnonuposanue 5-R-3H-dypan-2-0808 u 3dUpoE 4-0KCOANIKAHOBRIX KHC-
JIOT C IpUMEHEHMEM NeHTacy Ibduna docdopa u peaxtesa Jaseccona. Y CTAHOBIEHO, UTO
CTPYKTYPa IPOAYKTOB PEAKIIMI 3aBUCHT OT TUOHMPYIOIIET0 arenTa. Paspaborans: npe-
apaTUBHbBIE METORRI cuuTesa 5-R-5H- u 5-R-3H-tuoden-2-ouos 1 5-R-3H-¢pypau-2-
THOHOB.

S5-Anxun-3H-troden-2-0HEl OTHOCATCS X MAJIOM3YUYEHHOM TIPYIIE FETEPO-
OHKJIMYECKUX COCXUHCHUM, YTO CBS33aHO C NPENAPATHBHBIME TPYHHOCTSAME KX
cuHTe3a. [IepCUCKTWBHEIMA CAHTOHAMM VKa3aHHBIX TETEPONMKIOB SBJISIOTCS
CIOXHBIe 2(PUPH 4-0KCOATKAHOBEIX KHCIOT, COOEPXAINAE ABA SIEKTPOMUILHBIX
DEHTPa, MOJIOXEHNe KOTOPHX ONPEASAIET MX CHOCOOHOCTh K TETEPONMKIN3anHH.

Panece [1] Gmun mpemmoxen cmoco§ nomydenms S-R-3H-tmoder-2-0HOB,
OCHOBAaHHEH HA 00paboTke CrHoxXuHEXx 3PupoB 4-OKCOANKAHOBHX KWCJIOT
CCPOBOIOPOROM B K¥CJIo# cpene. I1pm aTom ofpasyercsa cMech IPOAYKTOE, 4 BHIXOX
mesxeBoro TuodeH-2-0Ha cocrasader amimb 9...159,.

B Hacrosmei paGoTe TPEACTABJICHBI PE3YABTATH HCCICIOBAHWI pEeaxi(mu
STHJIOBHIX 3(HWpOB 4-OKCOAJKAHOBHIX KHCAOT ¢ mHerrtacyabumoMm dochopa
B OTCYTCTBHE PACTBOPUTEJ, a TAKXE THOHWPOBaHWS S-ankmi-3H-¢ypan-2-0H0B
nenTacyashunom dochopa u peaxkrusom JlaBeccoHa.
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ITpu marpesaxvm xo 70...80 °C coemmuenuit la—n uw nerracyabsduna ¢ochopa
(moursroe coorromenwe I : P2Ss 5 : 1) 8 atmocdepe CO2 mamm Gpumy MOy UEHE
cmecm m3omepHbIx J-R-3H- (Ila—m) m 5-R-5H-tmoden-2-omoe (Illa—pn).
Ilo mammemM I'XX, coormomernue 3H- w SH-¢opmM tmoden-2-oHOB cOCTaBIIET
B cpexaeM 53,5 : 46,5. Conepxanue 3H-uzoMepa yxaercs MOBHICATE 10 05...69%,
B pesyaprate obpaborkm peaknmonsbix cMecei IN pactsopom NaOH.

Pasnmyme (QusHKO-XUMAUECKMX XAPAKTEPHUCTHK IO3BOJAMET pPa3XeadaTh
w3oMepHbie THOMEH-2-0BH (pakuuMOHMPOBAHNMEM B BaKyyMe ¥ BRICIITH
AHAMBAAYanbEEE coenpmaenns [la—g u [Ila—x (Tabn. 1).

Crpoerme coemmmenmit Ila—x u Illa—x nDOOTBEpXMEHO OAHHBIMY
WK coekrpor u IIMP. Tax, mosoca mortomenus rpynmsl C=0 HecompakeHHEIX
tHoMakToHOB Ila—px Haxomarcs B obnactm 1750...1745 ol B CIeKTpax
coemumenwit 1lla—x sra momoca cMemiena B Gosiee JUTHHHOBOAHOBYIO ODIACTH
v Habronaercs npu 1710...1695 cm .

B cmekrpax IIMP wupomykro Ila—pa wMeercs TpPHIUISTHHRIA CHTHAT
BUHMJIBHOTO TIPoToHA B o6nactu 5,42...5,45 M. 1., a Taxxe QyOaeT ABYX IPOTOHOB
opu arome C(3) mukaa B obnacru 3,34...3,36 M. x. B obmacta 6,02...6,25 () u
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Ta6aupga 1

XapakTepHCT¥KY CHHTE3NDOBAHHBIX COETMHEHUN

Ha¥mero, %
Co;}‘;{i}{e— ;o;;y;ry; Beruuciieno, % T;mg(,) i‘éM "D20 Beixon, %
C H N

Ila C7H100S 59.37 1.27 22.78 130...132 1,4575 52
59,15 7,04 22,53

116 CsH1208 61.76 1.73 20,78 135...137 1,4634 52
61,53 7,69 20,51

IIs CsH1208 61.84 7.81 20.93 1360...132 1,4671 55
61,53 7,69 20,51

IIr CoH 1408 63.81 8.56 19.10 144...145 1,4671 52
63,52 8,23 18,81

Un Ci10H160S 65.35 8.83 17.55 150...152 1,4685 56
65,27 8,77 17,43

Iia C7H100S 59.33 7.10 22,70 137...139 1,5002 18
59,15 7,04 22,53

6 CsHi1208 61.66 1.75 20.43 142...145 1,5045 1§
61,53 7,69 20,51

IIIs CsH1208 61.70 7.75 20.76 135...138 1,5055 15
61,53 7,69 20,51

Iifr CoH1408 63.76 8.43 19,10 150...153 1,5075 17
63,52 8,23 18,81

Tin C1oH160S 65.40 8.85 17.60 155...158 1,5083 12
65,27 8,77 17,43

Va CsHi20S8 61.66 7.80 19.90 138...140 1,4638 35
61,53 7,69 20,51

V6 CoH1408 63.70 8.30 18.95 140...143 1,4650 45
63,52 3,23 18,81

7,30...7,50 (M) uzomeprbix coequuenni [Ila—x, oTMeueHn CUrHAIBI BUBEIBHELIX
npororos npu aromax C3) u C4), a Taxxe MyapTAIICT OpoTroHa npu atome C(5)
B obnactu 4,40...4,43 M. 1. (tabn. 2, 3).

Tabnuua 2

Coextpel  IIMP 5-R-3H-m6q)eﬂ-2-onon an

XuMugecKue CEBUIA npmnos,.a, M. H.
CoenuHeHUE
R (M) . 3-H (g, 2H) 4-H (r, 1H)
IIa 0,87...2,30 (TH) 3,34 5,42
16 0,87...2,30 (9H) 3,36 5,40
IIe 0,89...2,32 (9H) 3,35 5,44
Iir 0,89...2,35 (11H) 3,36 5,42
iIx 0,87...2,40 (13H) 3,36 5,45

Wccnenosamue tuonmpoBampua 3H-dypas-2-omop (IVa,0), gBagiomuxcy
BHYTPEHHMMHE CJIOXHBIME 3(DUPaMHi SHOIBEOH (POPMEL 4-0KCOATKAHOBHIX KHUC/IOT,
nerracyasdurom dochopa u peaktreoM JIaseccoHa, MOZBOIIIOMEM B OOJIBIINHE~
CTBE CJIyYaes MOIyYaTh KOJMIECTBEHHBIE BRIXONB ponykTos [2 ], mokasano, uro
CTpoeHWE 00pasyomuxcsd HPX JTOM COSAWHEHWN 3aBHCHT OT HCIOIBh3yEMOrO
B peakiiud TUOHMPYIOMErO PCareHTa.
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Tabauma 3

Crnextper [IMP 5-R-5H-troden-2-onos (I

Coemu- XumpgecKue CEBHUIY DOTOHOB, 5, vMA .
HEHHE
R () 3-H (g, 1H) 4-H (1, 1H) S-H (v, 1H)

ITa 0,87...2,30 (7TH) 6,10 7,40 4,43
16 0,87...2,30 (98) 6,21 7,50 4,42
Iils 0,89...2,32 (9H) 6,02 7,30 4,40
Iir 0,89...2,35 (11¥) 6,25 7,55 4,42
Hix 0,87...2,40 (13H) 6,20 7,42 4,40

LN, e - L
R o) R” Yo7 s R™ g7 s
6

Va6 Va6 Vla,
IV-ViaR = CH,y, 6 R = CHy;

Tax, nupy xanguenny B kcwione Gypanocuos [Va,0 ¢ nearacymsdunom dochopa
MOJIyYaeTcsd CMECh TPEeX HPOAYKTOB. M3 mux mpeoliamaromuM B 0DOMX Caydasx
(mo mammaeM [2KX) W eowHaCTBEHEBIM BHOCICHHBM H3 PEAKIMOHHON cMecH
mpenapatueao sagercs 5-R-3H-tmoden-2-om II6,r. Jpyrme TpPORYXTH —
cooreercreyiomue S-ankua-3H-bypan-2-taonsr (Va,8) u S-anxun-3H-tuodes-
2-tmoss (V1a,0) muentudwmrmuposamn ¢ momompio KX ¢ mcmomszosammeM
pasee moxyuenHmXx csuperenci. Coorpomenme coemumenzit 116 : Va : Via
coctasser 45 : 20 : 35, a coornomesue IIr: V6 : VI6 — 48 : 24 : 28.

SH-®opMEr COOTBETCTBYIOINX THOGEH-2-0H0B, (DypaH-2-THOHOB ¥ THODEH-
2-THOHOB HaM¥ He OBUIM 3a(DMKCAPOBAHH.

TIpu ucnoaszoBanuy A THOHEpOoBaHus peaktwsa Jlaseccona (PJI) peakrmug
maeT Oonee CEEKTHBHO —  IPOMCXONAT JIAMb 3aMeHa KapOOHWIBHOM TPYIIIE!
B HCXONHBIX coequmHeHusx I1Va,0 mHa TuoxapboEmabayic ¢ ofpasoBaHmeM
3H-¢pypaaruoncs (Va,0) c serxogamu no 45%,.
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_ Beposgrusit MeXaHn3M THOHUPOBAHUS BKJIOUAET B3aWMMONEHCTBUE DEaKTHBa
Jaseccona ¢ ¢dypamosoM IVa,6 mo xapOOHIIBPHOM TpyHIE C HOCAEKYIOMIAM
00pasoBaHAEM UYETHPEXUWIEHHOrO naETepMenuara VII.
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Crpoerze coepmaeHmit Va,t nogrsepxgeno namrunem B UK cmextpax mosoc
norpomerns B obmacra 1025...1020 (xapaxrepss mrg rpymist C=S), 1050, 1125
(mETERCHBHEBIE TOMOCH 3dupHON rpynmsl) m 1695...1685 ¢~ (xapaxTepmEr A
Heconpsxerron cassu C=C). ,

Takwum o6pa3oM, MCIOIb30BARME OEHTACYIb(EAa docdopa AT THOHEPOBA-
HUS STHJIOBHX 3(GHUPOB 4-OKCOIKAHOBHIX KHCIOT HPUBOOAT K <«THOAAKTOHM3A-
IWH» WCXOGHHX CyOCTpAaTOR WM 4BASETCA NpPENapaTEBHC Hamboaee YAOOHEIM
cmocobom monyuemma S5-R-3H-tmoden-2-omos II, B TO BpeMs Kak peakTHs
Jlaseccoma mpencraBaser coboil Gonee ymoOHBLI pearedT NOpH MHOAYUCHUAR
5-R-3H-tbypan-2-tuonoE V.

SKCIIEPYMEHTAJIBHASG 9ACTH

Cuaexrpst [IMP sanucaus! Ha cnekrpomeTpe Varian FT-80A. Pacrsopurens CDCl3, sHyTpenuwmil
craapapr TMC. UK crexTps! 3anucans! Ha cuektpoMmerpe Specord M-80 s xamurigpaom croe. Xox
DEaxuMHM M UHIMBUAYAJIEHOCTh NOMYYECHHBIX IPOAYKTOB KOHTpOIuposanu MetofoM 2K X. Xpomaror-
pad JIXM-S8MJ ¢ ruraMeHHO-UOHUSAIMOHHBIM NeTeXTopoM. CopOeHT — MHIEHCKMI KMpOMY MapKu
THH-TC-M (dpaxuus 0,25...0,35 mm), Mmonudwmuposanssiit 2%, KOH u nponuragssit 159, anue-
30Ha-L.

Vicxomssie 3THIIOBBIE 3Pl 4-OKCOankaHOBbIX KuciaoT {(Ia—pg) CHMHTE3MpOBAHBI IO METOXMKE
pabotsr {3], 5-R-3H-dypan-2-ous! (IVa,0) — o Meroauke pabots! [4] . PeaxTtus JIaBeccoHa IOIyIeH
M3BECTHBIM MeTOAOM [2]}.

XapaKTEPUCTUKY CUHTE3UPOBAHHBIX coeauuenuit Ha—i, Illa—px u Va,6 npeacrassiessi B 7a6n. 1.

5-R-3H-Troden-2-onn1 (Ila—x) 1 5-R-SH-tmoden-2-oms! (Ilfa—x). Cmecs 0,1 M015 91TMN0BO-
ro adupa 4-0xcoankaHOBOM xucaoTs! I u 0,05 mMomb nenracynsduna docdopa BEIIEDPKUBAIOT B TOKE
unepTHOrO rasa (CO2) mpu 95...100 °C 1 u. X peaxnmonnoit macce npu oxsiaxxaesuu 1o 0 °C gobasmnsror
10 M1 209, pacreopa NaOH u skcrparupy:or adupom. Ixcrpaxt cymar MgSO4, pacreopurens yRais-
K0T, OCTATOK IEPETOHSIOT B BaKyyMe, BbIIeass npoxykTsr la—g u Iffa—na.

5-R-3H-®ypau-2-tagus: (Va,0). Cvece 0,01 Mons dypanona IV u 0,005 Mo peaxtusa Jlasec-
cona xurtaT B 10 mur abconrorroro Kemona 2 u. Iloce oxasxaeHus pacTBOPUTETb OTTOHSIOT, OCTaTOK
0uMIIAiOT Ha KOJIoHKe ¢ Al203, 3m0upys IPORYKT V T€KCaHOM.
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