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The amine-cleavage of 3-phenoxy-1,2-propylene sulfides (II) synthesized from P.G.E.
(I) with KSCN gave only. sec-thiol derivatives. A mixture of sec-thiol and prim-thiol
derivatives was obtained by the reaction of II with ethylmagnesium bromide. The
reaction of II'with Grignard reagents containing more than three carbons afforded sec-
thiol derivatives. - The reaction product of o-nitro- substituted Il with Grignard reagents
was identified as prim-thiol derivatives.
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RX/ N ) : RX/ RX/
1t .
- S . I I
X=0, R=H X=0 ' X=0
| Ia : R=H, Ib : R=2Cl, ‘ Ta : R=H, Ib : R=2C],
T Ic : R=4-Cl, Id : R=2,4-Cl, Ic : R=4-Cl, Id : R=2,4-Cl,
Ta . Ie : R=2-CHs, If : R=2-NO, IIe : R=2-CHs, If : R=2-NOg;
X=S - X=S§
Ig : R=H, Ih : R=2-CHs, Ig : R=H, Ih : R=2-CHs,
Ti : R=4-CHs _ "~ Ti : R=4-CHs
/\1,O—CH2CH—(IZH2 R'H I R’’CH.CH:NH-R’"/ I/\,O-—CHzCH—-CHz
) sgr ¢ Da—e ) SH N-CH:CH:R"’
\/- N X ‘ : : \/ V Ilz'/ll
R =(iso-CoHuN-, (r-CalosiN- R or=d v O
Q_}\I _ﬁy_ ___.l\I— R"'—C2H5" %“CSH’I—', %-C:;Hg- %-C5H11—~
“ ' Chart 1 :

D) 5% ERESN, REFE, FEFE, Kk, 90, 1507 (1970).

2) Location: Nankozawa, Odawara, Sendas.

3) LG. Farbenind, French. Pat. 797621[C.4., 30, 7122 (1936)]; K. Dachlauer, L. Jackel Ger. Pat 636708:
[C.4., 31, 3068 (1937)] [C.4., 31, 8548 (1937)1.

4) W. Dav1es,WE Savige, J. Chem. Soc., 1950, 317 idewm, ibid., 1951, 774 C.C.J. Culveror, KH Pau--
sacker, 1bid., 1946, 1050.
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Fig. 1. The Gas-Chromatogram of Product from
the Reaction of I, with Potassium Thiocyanate.

condition: 109, SE-30 on chromosorb WA (W) (60—80)
column, 2.0 m x 3 mm; 155° and about 60 mi
of He per min :

ERYRITIDELHEEIND. FE, IIa'% 100° 1=

1
10min

& IIf o Grignard RIGHRE Lic.
3-(Substituted-phenoxy) - 1,2 - propylene Sulfide(II)

- DER

70° To. Ta (P.G.E) &F +REOKIETIX 10—
15% OWET ITa RBLRS 2, RERHEEELT
SIEDOHIIRED bhisd . Ta Lwexvry
KW & O RIEC IR RIGEEY 20—90° % T %L

fF (Table I) O FCRIGEATIRN, ERYEH A2 R

~t 27374~ (GO (Fig. 1) & L Ia D ERE
BET B 270°, 2 B KGR TE 88—92% O
ERC a MELR 52, RIGRESR 90° & ki %
L BIERYERSET ER L, 1a o NEXHE L
fo. T 0 ERER LU Ta BRI TREE TR
1 Rpfdina 35 & 50% Ll BBk 5 = L 2D

7. Ia DRYELVIGIE 7 v r ¥ A FARERHET D Ib—elc LT 70° 2 BEORERETCR X v A IV
RiEs#5 L, BRRTHIETS Ib—e 535N, la OBARIE L THEDERRED i - 7oht, ortho
fric =+ v EEREF TS I TIEBIBEAE LS, 40° CRLIWVEO I W ERMoTC. T2 =AFF 7 YD
= =7 (Ig—i) X v Hg—DARIE Ha OAERSEME:LE DIV, %?ﬁ?ﬂ%4bb§%< y IWEDLET L.

TasLe I. Reaction of Substituted-phenylglycidyl Ether (Ia-f) with Potassium Thiocyanate

Theamal treatment

Molar

Yield 9%, (percentage to -

Starting : substituted-PGE)
material ratio of ‘
Compd, (Substit- Reaction Reaction KSCN to Recovery of Hicher
‘ temp. ‘time substitu- Propylene overy ger
uted-PGE) oC min) ted-PGE T substituted-  boiling
(°C) (min) - ted- ulfide . ™""pGE compd.
Ila Ia 20 300 L5 10—15 70—80 - Trace
50 180 1.5  50--53 30—35 trace
70 120 1.5 188—92 5—10 2—3
. 90 120 1.5 40—45 0 50—60
Iy Ib 70 120 1.5 80—85 5—10 3—5
Ic Ic 70 120 1.5 82—86 - 5—10 3—5
Id Id 70 120 1.5 87—90 3—5 trace
Tte Te 70 120 1.5 82—85 5—10 3—6
If If 20 300 1.5 35—37 40—50 10—20
' 40 180 L5 .81—84 trace 5—10
70 120 1.5 10—17 0 80—90
TaeLe II. Reaction of Substituted-phenylthioglycidyl Ether (Ig—i)
with Potassium Thiocyanate
R . o Yield (%) (percentage to
Staztipgl Theamal tff:ment l\ﬁle}zéslgglo "substi(;:uted-P.G.E.)
Compd. materia Reaction Reaction to i
(Subgg‘;]ted- temp. time substituted- Propylene Reﬁ?:-’f 1'13:7 gf ,r]j{ 1%11 x
) (°C)  (min) PGE sulhde ~ Substituted- oiling
. . PGE ..compd.
Tg ig 60 120 1.5 70—75 10—15 . 812
In Ih 60 120 1.5 - 68—74 10—16" 10—15
T 51 60 120 1.5 64—71 15—20

14—18
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No. 9 1119
TasLe ITI. 3-(Substituted-phenoxy) or 3-(Substitued-phenylthio)-1,2-propylene sulfide
7\ -XCH:CH-CH,
( JXCRCES
R
Analysis (%)
Compd. 'R X embgg ~ Formula Calcd. Found
T T
C H N C H N
Ta H 0 111—113/13  CH,,0S 65.05  6.07 64.87 5.83
b 2-Cl o) 131—133/6 C,H,0SCl - 53.86 4.52 53.50 4.69
Tc  4Cl - O 125—127/5  C,H,0SC1  53.86 4.52 54.01 4.40
Td 2,4-C1 O  141—143/7  C,H,0SCl,  46.17 3.87 45.80 3.66
Te 9-CH, O  102—104/5 ~ CyH,,08 66.65 6.71 66.28 6.87
If 2-NO, 0] 145—147/2 C,H,O,NS 51.19 4.30 6.63 50.84 4.20 6.41
Ig H S 114—116/6 ' CgH,.S, 59.33 5.53 159.08 5.36
Th 2-CH, S 132—135/2  C,H,S,  6L21 6.17 61.03 6.38
T 4-CH, S  127—130/2 = C,H,S, 61.21 6.17 61.43 6.29
Ric Ya g2 2 ) = CBLRR & A A V2R L TR LIRS 3-7 = /v 7w v-1,2-F U545
WER~ b 1) By * Mimw: VEERL, HF’«:JJME%?LI % Ila OFEREBETLIcH, BHD Ila %

B2 LR TEED T,

HBEAR LK Ila—elc i LR T 3

O Lf 3§35 Grignard RIEDIER LG Lk

‘/:?oJ:U\/’i’ﬂ/*r/l/?’ /:n%ﬂ/7/l/=\‘/1/7r- vk Z)EE%Q;, IIa B

TaBLE IV, (Substltuted phenoxy) 3-dialkylamino-2-propanethiol
/\l-OCHZCH—CHz
X/ SH R’
R
o Analysis (%)
R ray  Yield . gpby Formul Caled F
(%) b ~ Formula aled. ound
.C H N cC. H N
H Mor. 78.3 207208 C;3H 4O, NS-HBr 46.71 5.73 4.19 46.53 5.49 3.98
2-Cl Pip. 80.4 177—179 C,,H,,ONSCI-HBr = 45.83 5.50 3.82 45.55 5.31 3.48 ’

2-C1 (n-C,H),N 63.5 207—208 C,,H,;,ONSCI-HBr 49.70 6.87 3.41 49.55 6.53 3.69
2-Cl (iso-CyH,),N  45.6 114—115 C, H,,ONSCI-HBr 47.09 6.32 3.66 46.80 6.10 3.93
2-Cl Pyrro. 50.3 103—105 C,;H,,ONSCI-HBr 44.27 5.14 3.97 44.58 4.85 4.21
4-Cl Mor. 78.5 153—154 C,H;;O,NSCI-HBr 42.35 4.92 3.80 42.50 5.12 3.66
4-Cl - Pip. 76.0 162—163 C,,H,,ONSCI-HBr = 45.83 5.50 3.82 45.59 5.41 3.67
4-Cl (n-C4Hg),N  65.0 224—225 C,,H,,ONSCI-HBr 49.70 6.87 3.41 50.05 6.76 3.29
4-Cl Pyrro. 53.1 128—129 C,H,,ONSCI-HBr 44.27 5.14 3.97 44.51 5.37 4.23
" 2-CH, Mor. 70.5 158—159 C,,H,,O,NS-HBr 48.28 6.08 4.02 48.54 5.77 4.28
2-CH, Pip. 71.6 120—121 C,H,,ONS-HBr 52.03 6.70 4.05 52.37 6.44 4.12
2-CH; (»-CyHg),N  50.3 249—250 C,H,,ONS.HBr 55.38 8.00 3.59 55.63 7.74 3.71
2-CH,; Pyrro, 45.6 87—89 C,H,,ONS.HBr 50.61 6.37 4.22  50.93 6.53 4.41
2,4-Cl  Mor, -82.3 + 138—139 "C,,H,,0,NSCl,-HBr 38.73 4.25 3.47 39.28 4.45 3.63
2,4-Cl  Pip.. 84.5 123—124 C,,H,,ONSCl,-HBr 41.92 4.77 3.49 42.17 4.53 3.75

a) Pip.: piperidino; Mor.: morpholino; Pyrro.: Pyrrolidino -
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TasLe V. 3-(Substituted-phenoxy)-1-[N-(§-dialkylaminoethyl)-N-alkylamino]-2-propanethiol
/\,—OCHzCH—C‘Hz

X,/ SH N-CH.CHR'’
R R
Analysis (%)
Yield orrh
R R’ R”®) (%) (2HBr) Formula Calcd. Found
, o (C) e —

‘ : C H N C H N
H CH, Mor. 43.5 158—159 C, H,O,N,S-2HBr 40.69 5.55 5.93 40.57 5.79 6.21°
H n-CH,, Pip. 48.2 225226 C,H,ON,S-2HBr 47.92 6.89 5.32 48.30 6.61 5.18
2-Cl  CH, Mor. 53.5 198—199 C, H,;O,N,SCI-2HBr 37.93 4.97 5.53  48.11 5.09 5.32
2-Cl C,H, Pip. 47.3 184--185 C,H,,ON,SCl.-2HBr 41.67 5.64. 5.40 41.44  5.49 5.19
2-Cl1 CH, Pip. 45.6 209—210 C;;H,,ON,SCl-2HBr 40.45 5.39 5.55 40.13 5.22 5.38
2-Cl n-C,H, Mor. 38.5 171—173 C,;H,,O,N,SCI.2HBr 40.43 5.47 5.24  40.19 5.37 . 5.51
2-Cl n-C,H, Mor. 32.5 174—175 C,,H;O0,N,SCI-2HBr 41.58 5.69 5.11  41.77 5.83 4.80
4Cl  CH, Pip:  43.5 199—200 C,,H,,ON,SCI-9HBr 40.45 5.39 5.55  40.71 5.54 5.40
4-Cl  CH, Mor.  55.3 196—197 C,,H,,0,N,SCI-2HBr 37.93 4.97 5.53  38.28 5.31 5.24
4-Cl  u-C,H, Mor. 48.3 202—203 C,H,,0,N,SCl-2HBr 40.43 5.47 5.24  40.78 5.23 5.54
4-Cl  u-CH, Mor. 42.3 153—154 C,H,O,N,SCI.-2HBr 41.58 5.69 5.11  41.69 5.41 4.83
4-Cl n-C,H, =~ Pip.  40.5 151—153 C;yHyON,SCI-2HBr 42.83 5.87 5.26 42.61 6.13 4.97
9-CH, CH, Mor.  32.5 233—234 C,,H,O,N,S-2HBr = 41.99 5.80 5.76 42.35 5.64 5.63
9-CH, CH, Pip.  38.5 190—191 C,H,ON,S-2HBr 44.64 6.24 5.79  44.37 6.10 6.03
9-CH, C,H, . Pip. 34.5 188—189 C,H,,ON,S-2HBr 45.79 6.47 5.62 46.11 6.63 5.45
9-CH, n-C,H, Mor. 28.3 186—187 C,H,,0,N,S-2HBr 44.37 6.27 5.45 44.51 6.53 5.63
9-CH, =-C,H, Pip. 30.7 195196 C, H,ON,S-2HBr 46.88 6.69 5.47  46.59 6.35 5.23
9-CH, #-C,H, Mor. 25.4 194—195 C,H,O,N,S-2HBr 45.46 6.49 5.30  45.20 6.63 5.03
9-CH, #-C,H, Pip. 28.3 136—137 C,H,ON,S-2HBr 47.92 6.89 5.32 48.27 7.16 5.04
2,4-Cl  CH, Pip.  34.5 211—212 C,;H,;ON,SCL,-2HBr 37.87 4.86 5.20 - 37.57 4.58 5.46
24-Cl n-C,H, Pip. 22.6 168—169 C,H,,ON,SCl,-2HBr 41.33 5.55 4.82  41.62 5.81 4.50

a)- Pip.: piperidino; Mor.: Morpholino

3-(Substituted-phenxoxy)-41,2-propy1ené Sulfide @ Amine Bzl -

BEFE7 A% L v AL T 4 FOT 2 VEIENZ Snyder,® Reppe 59 DB D BN = /o EEET BT
FUVALT 4 FO7 3 VERBEOHET. o E2f7 s vhk =5/ —ABECERATS LERE ST L
BISRENESR, BEOT 3/ 54— 3B bhisd o e, <VEVEETRENDOT § 7 #4 -1 % 1
BT EnTER. ThbOEBEIIBIREER O TRLKRBRE & LT L.

3-Phenoxy-1,2-propylene Sulfide (Ila) & RMgBr QR

Kic Ha =Fr~<rxvvarn<g P~ 7 LR CERK, RICERY%E GC (Fig. 2) M‘h‘l:gﬁff)
KRS b, EOERKITIEE 10:1 THB. GC F— K= hs b —FF A~V ETHFF —1 D IR %
HBT % & R OPESCERPRMTF A~V ERESRD. Tz s/ivyasrxlve o 2 RIGT %
L—BOF I —ABETHEBR, TOFF - 1-7 = 2 FV2-F 7 X/ ~AEFrye=TABYRTELR
1-7 2 7247 ZVFA =N ERABTHER —HTHILNDIRFA -V THD T LRHRLC. RER
Y125 3 fELL kO Grignard BIEL Ila DRFETH B—YELFHELR B2, Th b b kL RES#F +~
LEbhD. —F I i35 Grignard KIGT mﬁéfﬁﬁksé%ﬁ B ML M 7o SRICARY L

5) H.R. Snyder, J.M. Stewart, J.B. Ziegler, J. 4m. Chem. Soc., 69, 2674 (1947).

6) W. Reppe, F. Nicolei, Ger. Pat. 631016 [C.4., 30, 6008 (1936)].

7) S. Sunner, K. J. Karrman, V. Sonden, Mzkmchzm Acta, 1956, 1144; C. F. Spencer, F. Baumann, J.F.
]ohnson Anal. Chem., 30, 1473 (1958); V.J. Farrugia, C.L. Jarreau, ibid., 34, 271 (1962); J.F. Carson,
''W.J. Weston, J.W. Ralls, Nature, 186, 801 (1960).
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iz 2-

(o=t R TZ 2 JFY) AF - 1 T X = NN DRIGT B F A~ zvngﬁcL, Gmgnard RIS DY & F

T LR < —H/ITBHT L BB DT, T L?ﬁ% Grignard KIS T —R T+ —A 7200 EF 5 & L&

Wezm L (Chart 2).

B D ERRE R o T Table VI, VI 125k Lichs, —@sF+ —

nNE ZHhFEd— D

R Fh BOERETE LK.
N\ /0-CH,- CH—CHz N\ /O CHz—CH'—" CHz CszMgBr n-CsHuMgBr 7\ /O—CHz—CH—CHz
l\\/” - SH Csz ‘\/h 2H5 SH D Ta v — SH CsHll(%>
: 1) NH2CSNH,
TZ) 'KOH
n-CsHuMgBr /\ O—CH2~CH—CH2 SOCL: A\ /O~CH2~CH—CH2

Ia — | 7

n-CsHuMgBr

— |

/N /O-CHz-CH-CHSH
f

OH CsHu(n) —— '\/“ &1 CoHu(w)

1) NH:CSNHz /. O-CH;-CH-CH,Cl

|
\/\}]v()2 C5H11(7’L) 2) KOH \/“\NOZ CSHII.(%)
| ]soct,
#-CsHuMgBr - _/\_O-CHy-CH-CH;OH
|
If — I\/"\N()z CsHu(n)
' Chart 2 S
100+ 100
50F 50
oF ; O \,—J
’ Lo 1 L Ll I i Lo - 1 ) I L L L .
T T T 1omim | 08 1371415 16min
Fig. 2. The Gas-Chromatogram of Product " Fig. 8. The Gas-Chromatogram of Product
from the Reaction Fthylmagnesmm bromide from the Reaction #-Amylmagnesium bro-
with I1a mide with Ila
* A 1 solvent (ether) A :'solvent (etﬁer)
B:1la B:lla

C : 1-phenoxy-2- pentanethlol .
D : 2-phenoxymethyl-1-butanethiol
condition:. 10% SE-30 on chromosorb WA (W)
"~ (60—80; column,: 2.0 'mx-3 mm,;
195° and about 60 ml of He per min

C : 1-phenoxy-2- octanetlno]

conditiont 109, SE-30. on chromosorb WA(V\’)
(60-—80) column, 2.0mx 8 mm;
195° and about 60ml of He per min

TasLE VI. Products of Grignard Reageﬁts with TIa
Analysis (%)
' Yield TP (C) ’ ‘ —
RMgBr Products (%) (p-nitro Formula Calcd. Found
. °/ . benzoate) : PRI N ————
C H N C H N

C.H;- 1- phenoxy‘ 2-pen1:anethiol 91.0 ~170—171 C;yH,;,O,NS 62.60 5.55 4.06 62.39 5.28 4.25
4 %;}’tﬁfl‘;‘g;?(’;nemyl 1- 9.0 183—184 Cy,H,O,NS 62.60 5.55 4.06 62.77 5.43 3.86
n-C4H,- - 1-phenoxy-2-hexanethiol 100 183—184 C.,H, O,NS 63.50~ 5.89 3.90 63.81 5.78 4.13
n-C,H,-  1-phenoxy-2-heptanethiol 100 180—182 C,oH,,0,NS 64.33 6.21 3.75 64.61 6.43 3.54
n-C,H,,- 1-phenoxy-2-octanethiol 100 164—165 65.10 6.50 3.62 64.83 6.30 3.50

CH,,O,NS
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~TABLE VII. Products of Grignard Reagents with ITf

Analysis (%)

' Yieta 2P (C) "
RMgBr - Products (%) (p-nitro Formula Calcd. . . Found
. 0

benzoate) ———— —_—
’ C H N C H N

methyl-1-heptanethiol

oy 2-(o-nitrophenoxy) ' ‘ G . : ‘

C,H, R i A 100 183184 CyH;ON,S 55.38 4.65 7.18 55.53 4.78 7.39
2-(o-nitrophenoxy) o0 _ :

Gl T Dentamathiol 100 207—208 C,oH,00N,S 56.43 4.99 6.93 56.18 5.23 708
" 2-(o-nitrophenoxy) ' L : agl

wCHy vl L hexanethiol 100 171—172 CyH,O0N,S. 6741 5.30 6.70 57.68 5.45 6.51

n-CyH,,- 2-(o-nitrophenoxy) 100 157158 CyH,O0N,S 58.33 5.50 6.48 58.63 5.78 6.32

E B OO 5

3-Phenoxy-1,2-propylene Sulfide (ITa) A) KSCN 7k (KSCN:H,O (97 g: 100 ml)) % 20° =3B L, Ia
o 150g % 2hr CHT#H, KGEES 70° i B, Fre KSCN K& % (KSCN: H,0 (50 g: 100 ml)) % 1
hr <@ T#, 1hr ¥, &%, benzene fiilf, benzene JF% Kk, MK Na,SO, THMHEE, WMEKRY, ®EHh
146—152 g % % (Table I). o ‘

B) Ia o 15g -t thiourea7g % H,O 15ml L, 40° © 3hr #i%% A B2 Affc 0. 1.7g (15
%) %1 |

3-(o-Nitrophenoxy)-1,2-propylene .Sulfide (IIf) - KSCN X#%¥#%K (KSCN: H,O (49 g: 100 ml)) % 10° <if#
L, If o 98¢ % 2hr T, KIEEE%R 40° © ki, KSCN kW (KSCN: H,0 (25 g: 50 ml)) % 1hr
T, 2hr B, 8% a2 04K L A/ (Table I). \ -
 3-Phenoxypropylene-1,2-trithiocarbonate (III) MeOH 50ml = KOH 14g % B L, 0—5° wHHEH
Tie, ITa © 158 & CS, » 2288 DEEEFET, M LVWRERG %K, HEBRTH, HEREFRL, pet
ether, benzene B 7> b B, mp 60—61°, HENURGE, 19.3g (80%) » &. IR »¥! cm-1: 1058 (C=S).
1076 (C=S). Anal. Caled. C;,H,,0S,: C, 49.59; H, 4.16.. Found: C, 49.30; H, 3.97. , )

‘S-Phenoxy-1-morpholino-2-propanethiol () ITa 1.6 g & morpholine 2 g % benzene 5 ml iIiEfE L. 70°
¢ 3hr fniE#%, benzene & 3@F © morpholine W FERE. BELIEMBEY: & L, ether #iH, ether B 5
TTa 0.36 g [EIX, KBR7v% V#E L, ether fiil, ether &K, MK Nay SO, THMEME, WIRR[IK
FMEEAL, FIHT 2 HEERYEK acetone CHER. 2.4 g (78.3%) %7 (Table IV). IR piuit cm~1: 2520
(SH) NMR (CDCl,) 7: 8.72 (1H, doublet, sec-SH). ' ' .

3-Phenoxy-1-[N-(g-piperidinoethyl)-N-amylamio}-2-propanethiol (V) Ila 2.5 g & N-(B-piperidinoethyl)-
N-amylamine 3 g % benzene 5 ml w¥fig L, 80° ¢ 3 hr njE#, morpholine o4 LFFE AR, Ebhi
Bk EBE % MeOH, acetone BWCHESR, SR 2g (48.2%) #4& (Table V), IR yIw! cm—1: 2530
(SH). ITa o[EIY 0.6 g. : )

IIa & EtMgBr OKIS (1-Phenoxy—2-pentanethiol & 2-Phenoxymethyl-1-butangthiol) DERK Mg k& 3.4
g % ether 20 ml iR U, Ei{E ¢ EtBr 15.2 g & ether 10 ml DEBEHET L, HE@y Grignard RIE L EK
Lictt, Ila o 16.2g %@ T, 2hr, 50° iRk, %#, FEMTHME, LBEHW, ecther Bakd, &K
Na,SO, CTH Rk, ether Rk, RELHERY, LA 1458 215, bp 130—138° (0.05 mmHg) (Table VI).
IR vt cm~1: 2540 (SH). =k b o# Bk GC (Fig. 2) 4B L, p-nitrobenzoate & LCRBIA % BE L .

Ia & n-C.H,,MgBr ORJS (1—Fhenoxy—2-octanethiol@iﬁ&,) Mg 1.7g & »-CH,;Br 11.3 g % ether
10 ml EP'G‘AGrignard RHFELL, ITa » 81g #HTH, EtMgBr o4 L A, IR »J cm-t: 25630
(SH): GC ctH—v ~ 7 0ANR D LR, FHE, p-nitrobenzoate » L-CHA % HE (Table VI).

1-Phenoxy-2-octanethiol ME]%FE  1-Phenoxy-2-octanol) 22 g % benzene 20 ml s L, SOCL, 14.5g
WTFL, KBEE<T 3hr iR, B L@EE SOCL, #FEKksk, BE% EtOH 50 ml ICHE L, thiourea
7.6 g 2z, KiE < 3hr BIEHE, NaOH KEK NaOH:H,0 (6 g: 60ml) #RFL, 2hr B, BERK,
IEEAELME & U, benzene hii. Benzene B % /K¥E, &K Na,SO, CE %%, benzene ‘%%,» By GC wft L
1-phenoxy-2-octanethiol %8, A#Eix Ila & »n-CH,MgBr o K TE b ERYE IR 2 £ —%
L, #h b @ p-nitrobenzoate B L CHBABETELED R,

8) BAKME, GC i RABTH JGC-650 W .
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IIf & n-CH,;MgBr O ((2-0-Nitrophenoxy) methyl - 1 - heptanethiol @4 F¥) Mg % 1.7g & »-Cy
H,,MgBr 11.3 g % ether 10 ml ¢ Grignard 338 & L, IIf © 21 g %% F#, 35° © 2hr 1R, &%, %k
BECH R, ether i S L, ether B&iKEE, &K Na,SO, TR, ether Pk, &M% GC &,
MR o2 eWe 5 (Fig 8). S, p-nitrobenzoate & L, FiAM5E (Table VII), IR »¥e em—1:2520
(SH). .

2-(o-Nitrophenoxy)methyl-1-heptanethiol D[GE%E 2-(o-Nitrophenoxy)methyl-1-heptanol® 13.5g % SOCI,
Sg TEEBD 7 v rfbk;, EtOH 30 ml iz 5 L, thiourea 3.9g % I %, -3hr EWt, EtOH % k&,
FAH ) CEWS, BN L L, ether fiHH, ether B ki, K Na,SO, TH MK, ecther Pk, BE
% GC icfh L, 2-(o-nitrophenoxy) methyl-1-heptanethiol %48, R#Ex IIf & »-CH;,MgBr » 5B bR
TERME GC IR Lhkk—&KL, $DORDOD p-nitrobenzoate LIER L CHRAKRTEZREDIRV.

WE oo, AWECH LEBEREREY bk REENAY EEBSIHSCHEEL . %
RIS ) S hie AR BIILS SE O BRI M L E T
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