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unfl 3

dyluaziansm

3.1 nasinSundnsysenau 1,8-dichloro-3, 6-dioxaoctane (13) uaw

1,5-dichloro-3-oxapentane (15)

A1sUs znovlnnasisiedasdnsus znout] LmFuuiﬁﬁmuaﬂﬁb5§ﬂﬂsLmﬁuuﬁ

-

Pedersen8 Tasqueawls  1800% triéthylene glycol wfa 3,6-dioxaoctane-1,

8-diol (12) viwpRsuaiu §é§lzl Tmgfl-pyridine oynauladasUs snavlnnaets

i

o ),
(13) sedunasdd (6) 1uﬁqggjxﬁ%qﬂusd315 diethylene glycol wfa  3-

oxapentane-1,5-diol (;Ef/fﬁﬁﬂnﬁsgnazié%qfﬂsznauiﬁﬂaais (15) fadunasfl (7)

o : o benzene
HOCH2CHQOCH2CH200H2CH2OHA+‘§SQQ;QV+ ,E::i:ﬂ b ClCH2CH20CH2CH20CH2CH2C

- N reflux
(12) ¥4 = (13) ..... 46}
W B,
HOCH,,CH,,0CH,,CH, OH + 180CL; + Denzene . , CI1CH,CH,OCHLCH.CL «----- .. KN
78 T e 2 P 2T g
reflux
(14) (15)

dnsfamufadoafiidnumy 1 Jugos ivanflga L flongs  naRasndsralwusansiianunsa

vlataunsnduannaands  Wanddodldlaiiusang  ualdludnume 10y crude T
3.2 nasinfundnsusznou 1,8-di(2-naphthyloxy)-3,6-dioxaoctane (18) uax
1,5-di(2-naphthyloxy) 3-oxapentane (19)

nﬁsaﬁLﬂ?qzﬁhqiﬂiznauiwﬁsLsa§ﬁ4aaqﬁbqﬁbﬂﬁﬁ§0ﬁnqsunuﬁ Cl “luadnx

UsznoulpAaals Taufamdlolwa Me B -naphthoxide ion (17) MAannuangun s=nana
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B- naphthol (16) #Mu  NaOH .

OH ofia
@@ + NaOH ., @ .......... (8)

(16)

.//;:53, (17)';;butanél (18)
(13) o, =epefux (9)
13 S s ait
/’///
ilia A
ClCHQCHQOCHQCH2Cl f f———————‘V
i=butanol
) ; refl
(15) ; (¥7) - ()

#adunasf (8) wasdtsUsznovlamaals (13) vmjASuntuB-naphthoxide ion(17)
naqsUsenoudisas (18) sadunasd (9)  Aftnwes 1ugosudauna i anuaians
flapvisanivan 78 - 79%¢ wazazanu ARl azatudla non-polar &y

hexane sauaza Ul , CHCl, uaz ether vusn  wasvimes Lfoatudn susznav
1apaots (15) vuARSuaMu B-naphthoxide ion (17) arlparsusznoulisas (19)
gadunasf (10)  Afdnwos 1 Fugouda @y 1Tt sauaaing ﬂaﬂnéautwaq 120 - 121%"
uazaraulaflutariiazanudun§oufla non-polar duifuatudnsysznau (18) wae
nﬁiLn?uuéqsﬂsznau.llg)uaz (12)dﬂs=éUﬂQﬁudauqﬂtdaqaqnLnﬁaidtﬁuuvaquuwnaniﬂﬁ

- W - - - 1 1) -~
azanulauoyiu 1-butanol ﬂqnaqinnqﬂusauuaznqanuauq4u74LdadQUWMnﬁsasaqu

sandu  nashgaiiondnu (identify)  wosdnsfiuaninfiondusoyantsdiuntasatadsad



3.2.1  BunsnLspAlUnas 19040 sUs nouried dudian tdudnsusenau  alkyl
aryl ether Aianunsd Unasananomenn  fauananas wfoufouilunasasd 1
graanaf
masaafl 1 nasiUSuuiflouduvsnisa woudowd (IR absorption) P01 INASL 505
(18) uaz (19)
vibrations Vo4 (3 s wavdangi
KBI\ -l )
s ) : YOINGUATL 7|
m:ﬂ%(}j{) ~dasusenov(19)
>
= C-H stretch 30 }7} : 3060(w) sruuasTsLufn
/ /* ) .
c=C stretch |1508(s), 1507(s). | 1507Cw), 1597(m),
1625(s) //J‘gi,‘ 1624(m)
. 7/ s
= C-H bend 740(s), 81 —1"737(s), 808(s),
835(8), 877(s), | 837(s); 882(m)
(k i —
887(5—2‘)\ .
" ?
CH, stretch [2874(m), 2906(s), | 2860(w), 2908(w), | nawndafa (alkyl)
2938(m) 2948(m), 2980(w)
!
|
C-0-C stretch [118u4(s), 1217(s), |1180(s), 1217(s),
1256(s), 1270(s) 1257(s), 1270(m)
C-H wag 930(m), 94u4(w), 910(w), 920(m), naudLsor
{ 960(s) 964 (m)
s B
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3.282, TUSRONLAEAITUDY A1UNRAS ﬂa4aqusznaU5Lsa§ﬁ4éaqﬁ' ffudianans

Ay iasnenladfinssdsa iduasatagnsd (18) uar (19) (gluawefl 3.5 uaz 3.6 mwEd)

3.3 UQﬂ?yﬁWutmsﬂuvaqiwﬁﬁtsa; (18)uaz (19)

(forina8ises (18) snrimAfsurnimsdunay HNO,-CH, COOH na1SA¥ATUKANYDS
CHCl, wAv CH,COOH lAdnsusrznaulutns 2 Anx AesnsUrsnau(20)uas (21)f10u structural
isomer Muffaludunasfl (11)- uaeTWﬁﬁLsa§‘(lg)Lﬁauquﬁﬁﬂuﬁﬁ§uﬂ1uxmsduLdu;ﬁuqﬁuiﬁhqx

Usrnaulutns (22) ﬁhluéunjtﬁ 112) 'imu?wﬁﬁusaéﬁ-11§)uﬂﬁaqnﬁqqﬁﬁ§uqiklm§§u1ﬁ

+ HN03— CH3COOH = 4

-~ L A A" g el
po11val T uosdnune uflursufinon qnawuLﬁuﬂﬂsn4u94uﬁqﬁﬁwﬁaqahvmsLwﬂua naanLun

(Ao ladn susansTauaSnodnitAsan Innsafluunladnsusenavluins 2 a1y Taudnsfluunoen
snou dundngys Sufivdosion (3.9 %) fqewacainaa 137 - 138% FaRganannasun
maedtuninsaindanidu 1,8-di(8-nitro-2-naphthyloxy)-3,6-dioxaoctane (21) uasx

dnsfuunoonunfivds | JunSngu Sudindosuni8ua (49 %) fqavaenivas 82 - 83°¢
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'daﬂéaﬁhﬂnéuﬂan4éLUnTmsaTﬂOJﬁLﬁu 1,8-di(1-nitro-2-naphthyloxy)-3,

6-dioxaoct
uda B udom

waauinan 1

nitro-2-naphthyloxy)-3-oxapentane (22)

ane (gg)
N ENOURAN

16 - 117°%

HourouWinnudnarlandngU Jufiufos (98.1 %)

IuinsﬁqaﬁuﬁLm?uuTéﬁbﬂﬁbébganq4éLﬂnimséiﬂﬂﬁhd': -

vuLBuatuingdisas (19 mdaaanr WUAAfun luisguas L Ainyas

figm

waraNANYANT 18 1UnTns ATAoAgalaan 1 1,5-di(1-

fatiuna sRgau L ondnunwa1d1 sUsznoy

3.3.1 duvsnisadiunmsn go4a1 57 nSul AT dnsdouguan tdudnsus znav

alkyl nitroaryl ether ﬁ%ué@inwsLﬂ§uuxﬂuu1umqsq4ﬁ 2 gnaanaf

A1l 2 ﬁdstﬂ?uULﬂuuauwzjygm wbuﬁawﬁuup{aqus=nauluims(29)f(gl)uas(gg)mﬂuﬁﬂﬁu

’ vibrationq , ’/’/VKBr(dN'-l) uauﬁﬁwﬁu
éwsﬂs:ngﬂ?;é} / @asUsznou(2l) | dasUsznou (22) a3
AL
/ W %oy A
| =C-H stretch 3068(w) ",fx‘:anﬁs(w),3150(w) 3030(w) ,3060(w), | yruvasisiufn
I ol B 3085(w)
C=C stretch 1600(m),1§§o(m);.'iééb(s) 1603(s),1630(s)
t Ve I .E
'=C-H bend .740(m),77di§§3;’ 1727(s),783(m)/ |750(s),778(m),
| (|7e8(8) | Wre— w179 (m)
ECH2 stretch l2872(m),2géo(m) 2850(m),2870(m), 12878(m) ,2948(m) | ngudaha
| HUL 12920(s)
EN=O stretch [1354(s),1377(m), 1320(3),1359(5); 1356(s),1377(m) ,| nguluins
E 1434 (w) ,1473(w), [1437(s),1452(s) |1437(w),1453(m),
|
; 1512(s) 1510(s) 1520(s)
E
|C-N stretch [857(m) 862(s) 810(s) ,858(m)
C-0-C stretch |1218(w),1252(s) [1209(s),1240(s) |1220(m),1260(s) néuﬁtsa;
1277(s) 11260(s) 1280(s)
C-H wag 933(w) ,940(w) 9u6(s) 927(m) ,977(m)
1980(w)
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3.3.2 SUSRONLAEATSUONA LUNRT 190941 5Us snavlninsTadnudfiouguandn s
Fiasazilafl  fiassdsaaiOuasaimagnsd (20), (21) uaz (22) (gluvgafl 3.5 uas

3.6 mANKwU)

3.4 JpRSuaSindugasdnsusznoviuing (20) ArunFanzMudnsazaiy CH3OH—NaOH
ua:ﬂﬂﬂ?uqnﬂ7unuﬁuaqéﬂsUsznavﬂﬁﬁuaqsazaqu CHBOH—NaOH
ey zdsARaInI s UANSUI SinduAIun Aan=ATudnsazatu CH,OH-NaOH fi

(o uBuuansusenau (20)FAnidudasUsenpy azo-crown ether (23) wnufnsunflifn

® @

(25)

fuate 4 wuanantesfuunoonun latiidudn sUszneu 2-methoxy-1-nitronaphthalene (25)
nsiAndnsUsznau (25)lavonuansa1lunisnaaosd  LARUARSu N sunuflYin nucleophilic
inufl methoxide ion 1w nucleophile iﬁﬁn{ﬁﬂgﬁ§Uﬁ?ﬂhﬂuﬂaqwﬁﬂuinsﬁﬁuuqa&nsﬁ
Tuansazaty NaOH uaznns LAMUARSu N sunuldfadlunasas L fugoatunsdane®  Tnu
Lyranansafgailanaunsmansussnay (20) viWARSuatu NaOH 1w CH,OH Taulaiflig
#nefogaan  Usangaandastiaflandaaanni suondnsnaudSaadind TAsunta nyafifladnume 10w

nﬁniﬂsﬁuﬁvnﬂa4Lﬁuﬂutaﬂuoaaﬂﬁ flapuaonivae 126 - 127% WATAI Rf Iustaria
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ATATUA A 9 wwflouutfuan sUs e nov (gﬁ)ﬁidhﬂnqaﬂﬁuqiuumsﬁﬂuanﬁnzﬂbddﬁu {IBhERT
Tl os L dusHALARWD 0 Mudnaay
nas L AAUANSuINY sunuflea nucleophilic  #AtunsniAnlartuadn suUs enoufifiug

Aadiapmson (i wyluiRsAnoyguuatosTycufin  Tnufinalneoufiiton L Anlasadl

[——

NaOH + CH30H < NaOCI-I3 = HED - Lsesnes (13)

6}Nﬂ ﬁaa} &0 O\+% ﬁa

©© ¥ = . . e
+ NaOCH P 0CH
0 3
- R = _J ocu? ©g< 3

(20)
(24)
R = —(CHQCHQO)
SRR 3 ' O (14)
i il

#anans (24)AiLARaannasns=riwos methoxide ion fifindwla  usiazdluy
' ' + ]
Winsoyifivanyifiun  o1auflosunannil Na daonyzanuuseqauda ugnsl (26)

¥i7lv ethyleneoxy chain  wgmoonlUlaanuiu
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3.4.1 DquqL:ﬂé;;gﬁfgﬁaaﬂﬂsﬂs:nauiuims (25) Buduanidudnsusznou

alkyl nitroaryl ether ’?Bﬁéﬁaﬁuﬁﬂsﬁiﬁ 3 gnanqaf]

m1s1afl 3 Buisn L vh Uevdonduepadnsus rnouluTas (25)

T — = —
L . UR —T — A

vibrations ff\ Vi (3, )waa,(2§) wandaney
=C-H stretch 3030(w), 3085(w) FEUUos Ty LNAN
€=C stretch 1600(m), 1630(m)
=C-H bend 747(s), 774(m), 793(m)
CH, stretch 2845(w), 2894(w), 2945(w), 2983(w) naudaRa
N=0 stretch 1357(s), 1u434(w), 1457(m), 1476(m), NN luIRY

1512(s)

C-N stretch 807(s), 864(m)
C-0-C stretch 1218(w), 1257(s), 1276(s) naudiLsas

C-H wag

920(w), 960(w)




3.4.2 TUsmauuazAsuaud lUnesawo1d1sUs snovluing (25) T fiuan
sl Az ol ATassasaaiduasadagesd (25) (glwaeofl 3.5 waz 3.6 maw

&)

3.5 TUsmoudiunnsiwaidnsusznounis o A iasaanle
Wsnon tou 18n 915 Awnesn wosdnsUsznoudisas (18) waz (19)
arsUsznavluiay (20), (21), (22) uax (25) uémqliﬂuzud 2, 3, 4,5,6,7

AINE MU wasHANT T TLATI M IadgU L Tuma s afl 4

(8 SX'= ¥ = H

|
2
O

(20) X =

(21) X = H, Y= No;\ :

X CH-=CHo £H . =CH NO

& g‘{d@ co

(25)
(19): X

H

]

(22) X =NO
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Argaafl 4 A1 6 woedwam pmr woidqsUsznoumad o Aiafunle

A1sdsenaov §'(ppm) a1n TMS b1y 1AUL0
+ B3 1
aromatic "H methylene “H np/mp

(18) 7.07-7.71(m) 3.72(s), 3.84(t'),4.17(t") 7:6
1) 7.08-7.75(m) 3.95(t'), 4.24(t") 7:4
| (20) 6.97-8.17(m)” 3/66/(8), 3.80(t"), 4.30(t") 131
! >
BEY b 7.16-8.28(m) 3.79(s), 3.94(t!), 4.29(t") 1:1
| (22) 7.2u-7.88(w)" /]| 3,89(t 1), 4.35(t") 3:2
| e .

# / kS

(25) 7.17-7.95(m) 3.,98(s , methyl H ) 7:3

MU LG

(1) Sdnum *, # U@ﬂﬁbwmspéftern,'ua¢QQQym pmr ‘v aromaticiH Anany 4 M
LY 4 e s . 3 ‘.. ‘I ) '
(2] t' wmnofa a@mﬂmﬁ&ﬁu triplet umdnsadausswans peak lald 1:2:1

(3) np uaz mp YN uf T MANIURoNYa1a: 1y LNANTUSRauua 2 LR U TUsnaun ua wiu

1flofansan pmr ALUnRs90a1 sUs snouTiavniiu - as Liiuaana lunesi
Us:nauﬁ%uaﬁmﬂMﬁaaiU:mauﬁudqtﬁu 2 wanﬂw@ 2 Ao
. (n) aromatic proton moqnnaqu7znauuém4a@mﬁmﬁ § dUsszuawm 7-8 ppm

uazefnvosdmanidugin multiplet (m) favmn  unfifhinddingfo Mmnwos aromatic-TH
ludnsUsznou (18), (19) f pattern iwflowiuuazinflourtu patternvos 2-substituted -
naphthalene derivative Walu uazludnsusznau (20), (22) uaz (25) fil pattern
vaqa@mqmﬁtﬁu aromatic 1H ivflows uazuflowdu patternyos 1,2-disubstituted
naphthalene derivative Snpoy  AaudasUsznou (21)  uadml pattern uaiﬂ@mﬁmﬁﬁa

oonlUanndisUsznouady  fuosuudnianansusznou (21) 13leia 2-substituted uaw
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1,2-disubstituted naphthalene-derivatives

(9) methylene proton ‘lu polyether chain maqnnéqsﬂsznauuémqa@mqmﬁ 8

Jszuaae 3-4 ppm uazﬂﬂﬂmwaqa@@ﬂmumndq4ﬂuLﬁuWQﬂ 1 fla  Awrawes CH2—1H

ludnsusznau (18), (20)uaz (21) 4 pattern iflourtuf | uddmnaein singlet

nflaunafl 6 Useuam 3.6-3.7 ppm . uas triplet dgosuvad 6 Usszunm 3.8-3.9 ppm

M 4_2_4,3'ppm,déﬁuﬂuiﬁ?qaqsﬂsznov (18),(20)uax (21)f polyether chainiOuwuu fluaiu

L X /CH_—CH'—O—CHQ—CHQ—OT’CZHQ-CH2

0 j : 0

V4

¥ ) S 3 L
(18) " X =¥ =H

(20) X = XO,, ¥ = H
(_2_1)X=H,Y=NO2

—(OCHQCH2)30-  wardwinwos CH2—1H Tudasusznou (19) uae (22) 4 pattern

Lwﬁauﬂuﬁtﬂua@mﬁmdﬂm triplet  dosunsfl 6 Uszuam 3.9 pPpm  waz 4.3 Ppm
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(Il —(ll SO (Il -(ll

@rc%r e wm

dapuulnandnsus augygé)'uas (22981 polyether chain wuvuifiuafiumiu

-(ocH cH, ) 0- Hﬁwaquﬁ/pblj@fﬁéﬁ‘chain Tudnsdyznou (18), (20) waz (21)

2

Fana1auaas  aaudnsusznau (25) u§m4 pattern mqqaan1ﬂaﬁnéﬂsﬂsvnauMhﬁuﬁa A<

Munwfin singlet qutﬂu;ﬂ 6 3 98 “ppm . Aidudmiowos methyl proton @4
& :

naudL 505 T anathio | = ) W

tﬂ @. i)

-~ - ~ - Uz
ﬁ;UuﬂquniU7mau6LUnmsjLunqd' Aganlnanan sUs znoudd? Lasa swlanamnan g1l

misazfitasadasaaidugsmangasl (18) , (19) , (20), (21), (22) uax (25)

P e

- 13 v
3.6 mIsTiAsazy O C nmr AlUnesigosdrsusznounny o AR LAsaewla
- 13 -
nsiAsaezw - C nme Awdnesafl onuns At evidSuu i floutuanuidueas,
1 ) va 23 v 13 . &
Kitching uazgyananu AlaAnun ~ C nmr ga1ansUs znouilL Tuoyiiswos
’ 13 - . !
naphthalene st muedhman TTC wasnisSiATsuNAYoy substituent chemical
shift (SCS) ¥iu Kitching ua:@yquqquiéﬁJLnnﬂﬂuuu off-resonance decoupling uaz
partial relax fourier transform (PRI'T) woniwflolUaanmn  chemical shifts

Y24 1JC (GC) w i decoupled spectrum (13C - spectrum) Lws1229
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Ay 8, R0t 11 fualadnsn sad s T munddmnseo s suouEine « W naphthalenic
system T dufineda  wazuaaftfivinluna st vunlaly stqziqwgunuﬁséu CN, OCH3, NO2,
NH2 vJumn  dauasnudme resonance interaction Aussuverisiufnla  Han1sNs¥TIe0d
nyumifl (substituent effects) A1 Andu L Tus a1 lus suvosTs Luiniud LnglaanAna s1in
WL Aanay 1Uuuulasees . nmr §  dms 1H off-resonance decoupled spectrum fhutlo
W 1dFouL fluuitiv 130- {1H} spectrum azUnIL $INFIULI AT sUBMD RoN AU R TU s mow
ﬂmadw?alﬁﬁiﬂsmauﬂmadéﬁunﬂuiﬁhqqzmaa 1H off-resonance decoupling23 wan primary
carbons(io, gﬁ3) uémqﬁ@mqmgﬁuﬂﬁm quartet (q) wan secondary carbons (20,
-EﬁQ-) uéﬂ#d@@ﬂmlﬁuﬂﬂﬂrgﬁiip;et (t)y—wan tertiary carbons (30, —éﬁ— ) udma
i Jugfin - doublet (d)";géfduarternary carbon (4°, - é —‘) wdn Aaa Jugfn

singlet (s) iufloutu’lu 3¢/ {1-H} spectrum

{nuralduan 13C— {;ﬁ} spectrum iy 14 off-resonance spectrum woidn%
Us ¥NouUAId ﬁéquqsnﬁﬂwuﬂﬂﬁauggnjfbau1ﬁh§5 wiien 10udn sUs snaufifinn suandfiasing o 7
A0 GC InaLAuamsnn v sté?oids WeodnsUsznovas iy iufinwan  naphthalenes
Juau  goyaann Yy off;#ssqgéncg_1ﬁﬁquqsnﬂwﬁh1éﬁnﬁb4uﬁﬂha41ﬂ€qa@mqm1ﬂa=Lﬁu034
ANsuoudna quarternary . wSadu « - Miuisafidaudusiosdadeyaaan PRET  saflansan

- L5 ;A - = g
Jsznauniy anglaniazwa PRET 1y pasUsuosnonflidugfin quarternary 4 spin lattice

relaxation time (T1) gnauINN2INan protonated carbon I{novfalulu  PRET
spectrum a:ﬁa@@qmad 2 wan Ao wanmiladidu positive peak (vondduen 1 uyeanszay
Anass)  uasBnwanuilaflOu negative peak (vonfasgniangaInyrARALUNATH)  Wan

wsnaausnni Judmanewas protonated carbons (1°, 2%uaz 3% )ngowanmnsuowf T, &9
drumanvds 1 Ouddameas  quarternary carbon (4°) w?aa@mqmuaqﬂﬁ§hauﬁﬂ T1 019 9

TnuUnfd MEUTHLADABDIAn s umSeAmI mtn T anatuda astanan 1000 A1 T, azoyludas

0.1-300 Auafi &wmsuwan protonated carbon azflAn T1 Tugdaq 0.1-10 Auafl

#2uwan non-protonated carbon WATATFUDMNOERONINAN S THLARALEAN Afdsmanyga

(highly symmetrical) azflAn Ti aylugaa 10-300 Auadl
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goyawas SCS &msu 1- uar 2-substituted naphthalenes (1uCDC13) wazAI
chemical shift w94 13C (GC) 201 2-methoxynaphthalene (1uacetone-d6) 22

Kitching uazgsau9u 2 dansnsausiuys iformn 1dluaauidod ey ausaalalumasaafl 5

pasaafl 5 13C-—SCS 294 1- uaz 2-substituted naphthalene (1uCDC13) URZA GC

(acetone-ds) 294 2-methoxynaphthalene

Substitute&
l 13 o o [}
- . C=SCS (ppm)¥03ATSUBUS WMAUIRAT 7|
S\ ;1r g
¥ 2 | =S4 W% 5 - B 7 8 ¢ 9 10
7 il
1 - NO2 +18.58 —1.95__)4//95,"{6».52 +0.58 | +1.40 +3.511 -4.90| -8.48| +0.74

’/') /’/ 5
2 - NO, |- 3.42 +19.55*¥6470'¢1.49~ 0.04°] +3.80. | +1.98| +1.95|.-1.66| +2.20
t / /V %t

2 =0CH Tl Tl +29.93/;7,23:+;‘35 4~0.27 | -2,43 +0.43}| -1.13|.+1.301{ -4.53
/ A8

3

|

i .
| / =y ‘
I 105.82 [157.70{118.79 129.49 127.73 123.67| 126.43 126.82] 134.65{ 129.03

- 13 v - e "
qunas 4ol snonAudoyawos  Cromr Hafilaann 13-C—{lH} spectra u8z
H off-resonance decoupled spectra Mns®f L safnandaduuas Tudaun san mun

multiplicity wosdbmom 130 ynastumisls  isnfldeoyafiiaaan PRET spectra

dauluna s muadnwas 130 gl quarternary snAay
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1
§U¥a1 b T { "H} spectra wasdnsusznou (18), (19), (20), (21),
(22) uax(25) laudnvlalugud 8, 12, 15, 18, 20 uaz 23 maNa U uRzyUYOS
1H off-resonance decoupled spectra ua4éﬁ7ﬂ7=nauﬁhndHqﬁﬁ4ﬁh1ﬁhém4151uzﬂﬁ

9, 10, 13, 16, 21 uaz 24 maNs s ﬁqugﬂwaa PRFT spectra gaiansdsznau

Fananagaanuilaudnalalugud 11, 14, 17, 19, 22 waz 25 mauEwiv

iomansnn L3¢ - {'H) spectrum wasdrsUsznou (18)(sufl 8) asifiuan
Adfmnoyifius 13 a@mqmgﬁqﬁu ﬁquamqiﬁlﬁu{qéqsﬂsznauﬁﬁhLﬂ:ﬂsﬁﬁéﬁqnﬂﬂﬁ§Uﬂﬁh

fdunms (symmetry) oyt Lana _nasflelement of symmetry dn sUs znav(18) i1

: b b c
i p 8}240}{2\ jCHQ—CHQ
t : oRH.BH 0
: 22
(18)

a@mqmuaq'c-l fla C-10 Auuwwnwm&Bu fA91Afuad (naphthalene nucleus) fiadoads
Usznoumay 20 Asven  thaudsndlmamifios 10 wasinaiie fodbmaadl  low field
§,v 106-156 ppm - unzdhminwesnnsuonlu  triethyleneoxy chain fiUsrnau

AauAsUaN 6 ozmowiuudnsifus 3 Amaad high field-rd=6c ~ 67-70 ppm -

nastmvmndandl  low field fudauasnriTlainuniswaAn SCS waa 2-
1
substituted naphthalene Aumnsnafl 5 u11dUsznoudy multiplicity 4 "H off-

resonance spectra (gufl 9) uaz PRFT spectrum(gudl 10) vialulanaaafl GC'156.63,

1

134.42 waex 128.95 ppm - 1Ju singlet W “H off-resonance uazidu negative peak
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14 PRFT spectra fiuidudmineoinsvondlln quarternary fsruwia 2,9 uaz 10
panstu daudbmaod 8, 106.68 uaz 118.87 ppm Judbmaneosni suangfn
tertiaryfsaumia 1 uaz 3 mawE sy (Arsuanflfaumis 1 uar 3 gn shield wanfldm
wars 098181 Iavaand L aufian suoustumiadl 2) daudhnadd indofte 8¢ A 129.22, 127.47,
123.48, 129.19 uaz 126.62 ppm:. fidudm nwosntsuoudltauumus 4,5,6,7 uaz 8
RINE 16U

nqsﬁwwuﬂéﬁmqmﬁ high field ﬁu1ﬁﬁﬁuqnLwﬂaunﬁ7ﬁﬂwuma@mqmwaqﬂq§bau1u
naphthalenic unit iwsn=fliflus 3 Awrsuszoyvnatmanasho 1 GC 70.81 uaz
69.68 ppm ﬂqstﬁué@mﬂmvefééea wds C-b mans iy « ﬁqua@mqmﬂ 8, 67.29 ‘ppm_
finas 1 Oudhmnaiwos C_c~'ﬁq;xqgééhﬂmuasLﬁu1ﬁﬁhﬁﬂgnqsLU?UULﬂUUéLUnmsqLquﬁﬁU
AlUnmrs1e9dnsUsenav (123,’ ﬁGw¢bnqs7Lasqsﬁh@@qmua4ﬂq§bauuaaéq7U:=nau (19)
fanuasariTlawuu s Ao @é#ﬁé@?iﬁﬁ??ké?ﬁ=ﬁa@mﬂmﬂﬁ§hauﬂ84ﬁﬁfﬂ7zﬂaud‘1ﬁhﬁﬂ41;
lupnsaafl 6 dquéﬂqtﬂ¥UULﬂuvegﬁﬁ 6C pa1d15Usznou (18)unr 2-methoxynaphthalene

fl Kitching uasglsaua1laLASAEN Y
»

nsBoPs Yo na§h¢halene fli0udfn disubstituted Mednsyss nav (20),
(22) uasz (29) L7qﬁéquﬂsnnqwuﬂa&mﬂwuaqﬂﬂsuauﬂﬁﬂnﬁ4 q lalwimesLfuaty  nas
LS UL Aoueaflaaannas A L AT sUTUNAL SN § /I 8o 994 2-methoxy-1-nitronaphthalene

Tauldhn 8, vo4 naphthalene (uCDC1.+ CC1,) wazAn SCS lumasasfl 5 Iauldaunas

A (15)FManiauus suma 1

. NO2
OB : 3.
0803 Gcm04 + °C SCSl-N02 + °C SCSQ—OCH3 yio o nr0 SLNES

WY NS LUS UL Aisumn Gé-xwde'ﬁhiuﬂqsqqﬁ 7
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A1579fl 6 nasUSuuLfioy 13C Chemical shift a3 2-methoxynaphthalene
Mudnsusznouinddisas (18) waz (19) maussu
-~
MMM AT SUDU 8, (ppm)
OCH
dnsdsznou(18) | AarsUrenav. (19)
- 1 %8§ .82(d) 106.68(d) 106.63(d)
2 | ;f;j,vo(s) 156.63(s)” | 156.53(s)"
3 1 9/7 (d) 118.87(d)A 118.82(4d)
4 //55 45(d) 129.22(d) 129.22(d)
5 15& 73(d)‘ 127.47(d) 127.49(d)
6 4 123.67(d) 123.48(d) 123.48(d)
7 ks '}\126 43(d) 126.19(d) 126.13(d)
3 8 “ 126.82&&) 126.62(d) 126.62(d)
9 134,65(s) 13u.42(s)° | 184.37(s)"
10 129.03(s) 128.95(s)" 128.95(s)"
8 o 55.27(q) 67.29(t) 67.13(t)
69.68(t) 69.79(t)
70.81(t)

- negative peak M PRET &iunmsn




wmrinafl 7

nas LUSouLfluuA 6

%

C

gordnsusznavlvinsy (20), (22)uax (29H) dTnlanas iy

by

¥04 2-methoxy-1-nitronaphthalene #@miuulaunn

e oo

[

PRIRTE 13(,‘-8(33(ppm) ﬁp(ppm)
A1 ;UDN NO l
‘ﬁ 0CH
N 3
1-No, | 2-0cCH gzznng (20) (22) (29)
: % R
1 +18.58 [-22.12 124.25 [125 bu(sﬁ 125.54(s)| 125.64(s)
7 i ® 4
2 - 1.95 [+29.93 153.62 |148.08(s) 148.02(5 )| 148.61(s)
\ Z
3 - 1,95 |- 7.2 11646 [114.81(d)| 114.86(d)|113.07(d)
m +6.62 |+ 1.357 135.26 [131.93(d)| 132.0u(d)| 132.15(d)
5 + 0.58 |- 0.24// 128,10 [128.03(d)| 128.03(d)|128.03(d)
6 + 1,40 [- 2.43 121,61 [125.16(d)| 125.21(d)|125.10(a)
7 + 3.51 [+ 0.u3 [17329.58 1128.95(d)| 128.95(d)|129.11(4)
8 - 4.90 [- 1,13 121.78 [120.39(d)| 120.44(d)|120.33(d)
A e ]
= = - Y7 & & %
-8.1 e B y 28535(s 28.41(s5)]128.19(s
9 8.u8 |+ 1‘65\\u33 39 —~l‘“?ﬁf/ 8.35(s)| 128.41(s) | 128.19(s)
g |
10 +0.74 |-~ 14453- $133.39 129:6074136.59(s)] 136.64(s)]135.99(5)
$u 69.51(t)| 69.89(t)| 57.05(q)
70.16(t)| 70.33(t)
70.98(t)
£

“aanaAlUnethiwo: naphthalene ‘lu CDCl3

%

negative peaklw PRFT aiuUnssn

#taftnantda Lafl gy
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Aathind inglumasasfl 7 Aomn 6, AtalneosdnsusnouflLmfuslanadnufing suon
Fowviafl 2 fAaUszuam 148 ppm - wazAsuowsuuuafl 10 fAqUssuam 136 ppm 4
CRERCIEGE 8 fletmianilanugnswas 2-methoxy-1-nitronaphthalene (80 fiAUs sum
153 ppm uaz 6C—10 fAnUs w129 ppm ) NS MIRAI GC f74 ] 29492-methoxy-
1-nitronaphthalene #uis101/uKaI Uy Kitching uazé?quaﬁuﬁ1ﬁﬁﬂnﬁsﬁLﬂsqzﬁﬁq
SCS 1w 13C nmr o3 monosubstituted naphthalene ivat  &4ld%ldma SCS wawan
djsubstituted naphthalene wgfflduasnudidosanntuened foutnuatnsdes lufuasnu
I R L 13c nmr 9998asUsEnay disubstituted,paphthalene ﬁﬂéﬁuqﬁuaqsﬂssnau
UYL S0 nqsﬁquqmﬁtfiaugmiﬂ SCS #a3 1—NO2 URE 2—OCH3  Audniuano
naphthalene fiuflduvRenn additlvé sariuan 8¢ et mianlada 1 1 Tunn 8, Mlanaaan
nas¥anayay SCS qqnéq7Uszﬁaﬁ 1—n1tronaphthalene war 2-methoxynaphthalene
Tawidu 6, aqnnqsﬂquomﬁkﬂ? gféﬁpquTNﬂ interaction szwinavy 1-NO, uaz
2-0CH, oy sl v ortho i ¢£§§§ o uaqludn sUs snauwan 2-methoxy-1-
nitronaphthalene 4 interaefibﬁ ssaredoayuazdagl interaction Muszuu

o:isiufnAy a1 lud 1ntepggtlon s-wqqqéaawgﬁlsﬂﬂqsazihiﬂ 6 299 C-2

C-10 ‘ludnsuse naqunﬁiéﬂs~qu 155 wae 129 ppm .- AN U wnAA TR lnea 6C
poid15Us=nou (20)4 (22) uaz (25) Al C-2 uaz C-10 fAmiUssaum 148 uar 136 ppm
ARSI Auauudnaan nasvyluinsf C-1 uazuy OCH, A C-2 v1n SCS waa 1-NO,, fl
C-2 (fJuaunannan -1.95 ppm - uasfl C-10 (Jwuanuannen+0.74% ppm w¥enqsivy
insf C-1  aszrialsi SCS woq 2-0CH, A c-2 1Juuaniouna+29.93 ppm - uaszfl  C-10
1Juaurouna1-4.53 p.p.m BnUsznaswuilaMechin, Richer uaz Odiot 2% \wtana sAnen
130 amr wosdnsusznau (27) @aftmy NO, uaz OCH, flifwwis C-1 uRz C-2 wn aromatic
ring = . ipflowludnsUsznau (20), (22) uaz (25) flimfusila  An 8, fll C-2 uas
C-10 uéqﬁq:UssnaU (27) vOu 147.5 usz 130.3 ppm maus 6 s GC 1 c-2 fMna

VApartu 8, A C-2 wosdrsUsznoul L nfunlaviaann Whl 8, A c-10 fiulnaiAuary



66

Q CH3

(27)

H3C O

FMsudnsUsznau @%lyﬁuﬁw 8o Adalarnlala 1wl ludme L fuartuan 8,
frr moalaaangns v 2-metﬁ§ky¢1-nitronaphthalene foRan sanUfsun IRyl
904 2-methoxy—naphthaléné’ﬁhwwﬁq 8n isomer wilafhiniAndulaniulaniosluinsdu

£ NN
Alunouguusaf  Aasasz du dsomer ﬂﬂﬁ%ﬁniuumsﬂuuu ring fMagivy OCH, fAnoy

isomer flnasaszifAauannanfo /2-methoxy-8-nitronaphthalene sl 2-methoxy-

6-nitronaphthalene (ﬂﬁﬂajﬁ#?ﬁ%ﬁﬂnq;nszﬁqmaq No; Astunds 8 fLafusaandinan

NO

QoL

major minor

OR

(18) NO

e 0O OO

ma’jor minor
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- . + & ' L3 '
m"anmqﬁ"l,mmnmsn'sz‘n'ma-iNOQ st wmia 6) dauanaanz i uiliidennaostunl GC i

- ' - ' &
Fmaalaannnasde SCS wuuiLfluafufinananauas  nasAMamAn GC TauUs sunaiuo AN S

Aupfluaunasfl (16) waz (17) 8198191 uaznas iU§oufivunn 8, Maaandnsuseznou

fedoafiu 6C 291a815Usznav (gi)lﬁLLémﬂﬁumswﬁ 8

13 13
6 - 2 2
et @@ = Gcwaq +770-8CS, .+ C-5CS, o ...(16)

3 2

¢ OCH, 5= =
Gcmaa ©© -Z//G//;?Jm' +13C—SCS +13C—SCS .o T
7/F 2-0CH 8-NO
/ : '



1514l 8 nasAuamAn GC 9939d95Us=znovu 2-methoxy-6-nitronaphthalene uaz

2-methoxy-8-nitronaphthalene uwaznisiUSuuLfivumn GC Ar manlageos

41 sUs vnauiadoafifumn Gc goednsUsznau (21) Adale
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BN 13C—SCS(ppm) Gc(ppm)
AN SUDU e & . NO,, C}ll3
2-0CH, |6-NO, | 8-NO, : [J. CH (21)
1 -22.12 -0.9?if€§3#.9o i27.79 105.63 100.77 102,28
¥ +29.93 +3'8q::i*;3"51 125,64 159;37 159.08 159.78
3 - 7.23 +1{98{ + /2.40 125.64 120.39 119.81 120.61
4 i+ .35 +1.95/ 4+ 0.58 127.79 131.09 129.72 130.09
‘ o - 0.27 —3.4f/ ;; 6.62 127.79 124.10 134.14 134.37
6 - 2,43]+19.55 = 1;95 : 125.64 142.76 121.26 121,53
11 7 + 0.43 -6;;175_0: = 1.95 | 125.647| 119,37 124,12 [124.89
| 8 - 1.13 +1iﬁl \;i8.58 127 .9 12858 15 145.24 145,14
! 9 + 1.30} +2.20 - 8.48 133.39 136.89 126.21 126.78
! 10 - 4,53} -1.66 + 0.74 133.39 12720 129.60 130.09
67 .62
69.51
L. 213 o , . 70,92
" anndiUnasiiwos naphthalene ‘lu cnel, ATafinnnden L aflgRn=
® faulaiainAn SCS wae 2-nitrosubstituted umasaafl 5 iAo wmnldmunnscs

294 2-methoxy o 1g una s AT mau GC 994 2-methoxy-6-nitronaphthalene
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druUaeannAn SCS woe 1-nitrosubstituted wazlurma oot @

NO,,

Py 1
7 9 &~ OCHg
6©©3

z 10

WawaIn1 s LUFuuLAloulunasaadd 8 a:tﬁuiqﬁﬁacmaqaﬁsﬂs:nau (21) v Ou
TWlwimas L flwatuAafilaannna semand msu 2-methoxy-8-nitronaphthalene iwsazaziiu
Ls1 81 8aiuandnsusznouflidu minor cémponent annUfiifunluimsPueodnsusznou (18)
Mo 8-nitro-2-alkoxynaphthaleme (#H1gmsTasadsnfl (21)

Aathind Lngdo Twdps e v as duvasdasUsznou (19) W usauonlaue
1—nitroisomer'(gg) Lﬁdﬁﬁj/gqﬁ g-nitroisomer tiuonaiAnduunousan (<3%)

awlidtunsnuunoanlainuiSAodnd TRSNA Thns Rl
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