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The present invention relates to a novel process for the preparation of
specific sterically hindered nitroxyl ethers from their corresponding sterically
hindered nitroxyl radicals by reacting it with an aldehyde and a hydroperoxide.
This nitroxyl ether formation may be carried out from different starting nitroxyl
radicals, which are subsequently further reacted to the desired compounds. The
compounds prepared by this process are effective as stabilizers for polymers
against harmful effects of light, oxygen and/or heat and as flame-retardants for

polymers.
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BUTHBEMNERRE  UBBEARKREZXBAILLY > H#H
Z B KR B o B EH pH Y & kBB E 2 7 huv NHE S
140 N (A B =T 8 » BFEmA 100 2 TERER 0.2 %
Cu(DCle #ABAILE (120 2 %) » AHFERELES
BA 35C - #ERLHFALE 35C A REZTAKRBL ° o
ANBEBEBEMBERALMAERZAS - B EE (15-20
EX Hg) TARBE=ZTE /A ETRTHEREE=ZTHE
£ 60°C FT#H#H 30 g2t » HKE & - & &4 pHU D
FEEAKEXE T #4547 EDTA Fih » TR AEAYURBKARD
NEER L BOCZHHEPTHBEBRNTEE - A F 117 25
& K -

Tinuvin NOR 371 (RTM) Z # & A RE-F 5% 46 B

22
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L RERWBEF K 70 L 50%BAMEANWE LS
=Z T8 ¥4 50 » % Chimassorb 2020 (RTM) (A E % A
CE D2z HTEAEDL) F - BwBER 2 EA1%EWRER
R hoHmE S8C - B RERASMBH 12 8F > AR
Chimassorb 2020-# 8 % - ¥ R E R S mE 100 45 %
=T8N S5 XAHELTER 02 2% Cu(I)Cle # A
@Bafbd (8 2~xn) rRANERESE®HFALE 35C - #
HEa At ae 35C HERERARALE - 48w 250 £ 4
10% s BE KB R R B RS WA 70C TRHF 2.5 8F o #§
KABo B - £ EE (15-20 X Hg) TARBE=ZT
B2/ K AT ERBE=TE - B EH pH XV B &R
2z 7. %4 EDTA Fi > LB AHURBKART S ER
£ 8OCXxHMHBEFTHBREZEREE - AF 51 &% &4
& R o

# Chimassorb 2020-55 & & % # Tinuvin 371 2 % # & &

-E #% #] C

4% Chimassorb 2020-# & % (5 %) £ 60C FTABA
TE (20 24 ) ¢ - mARId (1.36 5 ) £k (25
F) P2ER BEWATE (9 EH) - #HLRE 60
FTHH#F > EAE 30 pEZAAZFHE WA 30% B AR (7
F) - BREHER B E 90K A 9O T HH 4 - 8 /)

21 B KkEAoBHREE - -BAEHRMBUK (50 FFH)

23
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ER > B FEBmEFE (300 2HA) F - FEEBH WA
K (50 ZH#) » %4 pH-EH B AKBEAKRKBER M AL
2 8-9- B BWBERRKFRHER £ % £ 60C A
TTELEERBRR - A& 4640% (717%) » Kaé&H K -

A7 % 4 Tinuvin 371 2 % B 5 K E-F 4] D

#% Chimassorb 2020 (A EHF AL L A3 2T & &
&) (10 %) &£ 78 FHamAeF=T8 (132 £H#) + -
LEABE 4A5C 2% > laAN 34 5 5B Mm_KkASHAEKR (2
EH) FPER £ ASTREHAMWMAEKRT & 50% 8 A1
& (16.8 ) - HRAMAE 45 FTH#H 18 /8§ -

AL (2.72 2 4A) mmAaeK (132 4 ) ¥ A M
ERERAHT  EFwATE (182 EH) - £ 53°F
B mANLEAFTE 30%6BARALEA (143 EH) - BRAY
{2 78 - 80" TF 4 # 5 % o

232 D Bk BREE  KBHMAENVARBERAWE

B2 (200 4 ) ¥ - 8 pH A E M KERFAELE 8-9-

BRAMAE 25TTFTHEME L N B UKEHBIE 0 KRKF
hBR B OCZTHEETHERERRE - AE A 11.43 3
(95% ) » k& &K -

A EHETRIEEHXF &

24
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% 10 2 e ~8 % 30%H,0, ki ERAR 6.8 A%
B e B 48.3 2 % Chimassorb 2020-## B X £ 150 & # ¥
X P2BERY - £AFEBTHhA 02 235 CuCle i AA4F R4
WA 35C THMB 1008 wAF S 425% 30%H,0, R £
A8BC FTH HE BRI 4 8 - FLBEHRBERAE S BE - oA 15
%EDTA KkKiBZRRMBAFRAHAE 30 - 35CFHR#E 15 5
4 - B TREShEGE KBS BREEZEA MM UREKNKE
RFER B REMEH 15 54 A MAEZIR > UK
HBEKBAHRBBEBR  EAETTABSBRER 535 9.8
NEEEFEBEKR ANMRBEAHACLAELMEL -

AP EBETRILEHZH L

C,H
CHy AR
\ |
_—~N N\\|—N— CH)—N——Ns N—(CH —N—}—(N\ N—cH
C4H9 \Nlr N>{j<( z)s N [ ,Ll ,L ( 2)6 n N[ \Nr 49
Y 7 g
{ Q Q >f5< T
-~
e 0 Y T ! Y CHy™ N\C4H9
C,H, OCH, OCH, N OCH, OCH,
CH3
\
OCH,

25
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4 Chimassorb 2020-z§8 % (5 »~ %) & 60C T &M

£ TE (209 ) ¥ - mARIEH (136 257%) £k (25
Z2H) FxBER O BEFNMATE (10EH) - HFIHL&RE 60
CTFH#H#H £ 30 242 EFHEMA 30%65BALEA (7
ZH) - BREMEBRWBE I90O°R L IO TFTHRHE T oF -

2E CBAKBALSBREE -KAHKMBUAK (50 FH)
ER > B Z R FHETFTE (300 F) F - FEEH WA
kK (50 ) > 4% pH-EH S AR BEMKERDAE
2 8-9- B BmHWBRERARKFRKR  BEE OC2HE
TTHEBERAR - AF 1 43520% (69%) » kRaeaHmxkx -

#1-8,3£-2,2,6,6-19 F K- R g -4-51 B 48
1-78 £, % -2,26,6-m F A - XA ww-4-8 ' o O (FH

1% 45 E R £2 )

% 765 2% (446 EEF )= AFK-N-R A B # £ 350
EHFHTCER 2 EHAKRF - £EBEBTFhAN 43 23 T# 1.5
NE LB K 065 % CuCle & 2 o585 iE AN 57 £ 4 30
%BALAKER  BRBEBEEHIFLE 25 -30C - £ 64
Bz o AN IS EABAILAER - £ 24/ F 2%
BHEEERK 300 EAE=TIFRHABRAEHB % - F
AER 10N MEaBER - K - BRENER  HAL
MERRAILMBRERFR B ABRBERBEMNALRER
BALEAETTABERDEE  UAH/E 91 2EE&H -
B AEAMA KRB X (BB Ah 75 - 80C » 0.1 B ) &1 >

26
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U 781 2 (82% ) A4 -

NMR-# # : '"H-NMR (CDCl,), & (ppm): 0.95 (t, 3H), 1.14 (s,
6H), 1.28 (s, 6H), 1.55 (m, 2H), 2.33 (d, 2H), 2.54 (d, 2H),
3.81 (t, 2H).

'3C-NMR (CDCl;), & (ppm): 10.9, 21.8, 22.5, 32.5, 53.3, 62.9,
78.4.

THA-[1-(A A HA)22,6,6-10 F & -B X fiww-4-£1-% ' 4t
® 4 R

A 187 g (815 EE H ) {tb 4 O BEMAe 100 £
HFEP > BAANTOXHLETERRE 10 X>F LM - KR
b TR THIE AP 13C-NMR k& 3% 88 57 A2 45 ¥ 74
XBHE - BERERSYRABEABRAERFTE 214 278
AW (98% ) : 4 -

NMR # # : '"H-NMR (CDCl3;), 8 (ppm): 0.93 (2t, 6H), 1.04 (s,
3H), 1.09 (s, 3H), 1.25 (s, 3H), 1.28 (s, 3H), 1.35(m, 2H),
1.49-1.61 (m, 4H), 2.0 (d, 1H), 2.20 (m, 1H), 2.41 (d, 1H),
2.58 (m, 1H), 3.37 (m, 2H), 3.75 (m, 2H).

'3C-NMR (CDCl;), & (ppm): 10.9, 14.0, 20.7, 21.9, 32.4, 33.1,
40.9, 50.5, 51.1, 61.8, 62.2, 78.4, 167.8.

v

T
M S
EREMMWBE Y > & 0.5 0% 10%4e / £ wFE 21.4

'(1";‘] i%'2’2’6>6'm ? %"7‘: ﬂ"&o"ﬁ"‘"%)'% ’ 4b/5\
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*R(79.7TZEF)LEH R A I00EHAFEFZERF -
H o BEUSEANEBRAL 60 — 75C F#HH# 20 8 - #§
RERAYEEY R LBREREAEEZYHER T B F 37 21.1
a3 (96% ) & B8 -
NMR % 4# : '"H-NMR (CDCl;), & (ppm): 0.93 (m, 6H), 1.17 (s,
6H), 1.19 (s, 6H), 1.2-1.31 (m, 2H), 1.32-1.37 (m, 2H),
1.41-1.47 (m, 2H), 1.51-1.56 (m, 2H), 1.71-1.74 (m, 2H),
2.59 (t, 2H), 2.73-2.78 (m, 1H), 3.69 (t, 2H).

‘ '3C-NMR (CDCl,), 6 (ppm): 11.0, 14.0, 20.6, 21.0, 21.8, 32.8,

33.3, 46.8, 48.2, 59.8, 78.4.

LA K 1-/ & A -2,2,6,6-19 F A - £ w9 -4-
B ooibhm Q TERAAFETS TM R FRAEZFE XA
sk owm B4

NMR # # : '*C-NMR (CDCl,), & (ppm): 10.9, 20.9, 21.9, 33.1,

33.2,42.1, 49.8, 59.7, 59.8, 78.3.
BT HbLLOTE (Hli BREAAREAR

% \ ﬁ— “tb"i'4-£i)-5§ ’ 4b/5\#h S ’ EXL N)N"&XE'(2:27636'EQ
FR-1-BAA-NA®ww-4-K)-Hw-1,6-—8 > 1ts4 ¥ P-

N:N"ﬁ}%'(za27636'w T g'l'l‘f) ?g%'f: EL"H&“E-4—%)-EJ ﬁ’t‘_

1,6-— 8% > it45 4 P
W 325 % (015 EH) 1644 O~9.3 % (0.55
% F )1,6-— ATk 220 F A F B &075/\ﬁ,10/Pd/C

C80
28
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BRAEEHE YA 52 388 ,205% (100%) ZizefMib -
NMR # # : 'H-NMR (CDCl;), 8 (ppm): 0.95 (t, 6H), 1.15 (s,

12H), 1.18 (s, 12H), 1.20-1.26 (m, 4H), 1.34-1.36 (br m, 4H),

1.46-1.49 (m, 4H), 1.51-1.58 (m, 4H), 1.72-1.75 (m, 4H),

2.60 (t, 4H), 2.75-2.80 (m, 2H), 3.71 (t, 4H).

'3C.NMR (CDCl,), & (ppm): 11.0, 21.0, 22.0, 27.4, 30.6, 33.2,

46.6, 47.0, 48.1, 59.7, 78.5.

T%'(476-;§L 153)5-313#-2'&)'(2,296;6-@ ?%'l'ﬁi%

-~

- B owbwg-4-K )-8 - & S

& 3522 % (013 £F) b4 RES-10CFLE
mE 24 NH (013 $F) =R ALRLE 125 EH=_F %R
PXBREFERY - AFRREAYBREZHE 40T » £ F w29
N % (0.145 % ¥ ) NaOH (20% k% &) - &£ 40C F # #
2.5 ozt RE S B4 o GLC B+7>98% # 1t
£ o P NMR 2 3 & 45 -

i Ao 4 S A P &4 Tinuvin NOR 371 (RTM)
MEAMATHES B RkAo B EHFAMKREHORE TO
C 288w A 33.2(0065%EF) s P AR33L2HE
Koo fehe N 20 NFE (015 EH) 0% HACMAKERZ
% > BRAMAE 80C FHHME 2 v8F - 4 NMR #3R & # -
FBRAKBL B BARBANE 2SCREBEWRE T -

29
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f N 66423 (013 XF)E4H PR 28623 (0.143
¥ F ) NaOH (20% KB R ) 2% » B iwBREE H R o #
2 175C » weF L% B 4 0 - £AHE 25C 2 0 #
mBEHHR A KB 5B (£ 80CTF) o &k NMR ##2 &
# o Mn/ Mw ( GPC) 1700/ 3300 — 1900/ 3800 - # # &
{tbHmPEYH 66K (BHWB) -
BO2-RBE-46-B(=—THE)s-Z4 & —F R EF 2

Tinuvin NOR 371 (RTM) -

@
KADIL &4z & #
XRADL AW HRETFTIHORBEBRAEK = A EKRKH
Bz 4-3%-2,2°-6,6-m F A NAaRR-1-AXHBLEHE -
Rkt RIibS 4 TH-TE A ALY > 4o T AABE -
o

5
30
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N [~]
o] O Oé Nl/kN
c M a” N e Na-85
-,
¢l AR~
N*N
AR " "
oCy  OCy
. [+] N N Fiamestab NOR 116
H {e] [}
cl cl OJL O’
N . / . O
AR NSNS A~y R T

= & B B -N-£ &
# 71.4 25 (063 £ H) 30%@A‘akERELE ST
TARA1/BZRMWE 50.025% (0322 F2F ) =58 K -
@ 045 (001 %F) mEmMmokEHR 250 B H A2 K
Habthy BAERILLOHEBRE 25SCRHFEBEHE 21
- B E A  AIFAMSEBILE - EHEZHH
N-ZRAUBHE ISOEAFRF=ZTIFRER=ZR - LEAAZET
EHBAMER > BB S152 %K (94%) EH o

B

/oS

ot

1-38 2 -3-% A 2 -2,2,6,6-19 F & -5 G oz -4-8) > {454 C

(FH 4 LR AR

31
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# 68 2% (399 £XF) =AAKE-N-AA EABBAET
B2k 2:1 RAMFE o wA 4.5 2% 1,2,3,6-m@ H KX F
B > B F oA 5T AR 0% BALAKBRR 54 AR
4R (1) - R AMAE 25 — 35C F#H# 24 N o £ 12 /]
By 2 4% » AeAB Y 3.8 2% H,0,° 4% & R ERAS YA S0
ZH B TERMAEE 48 %1420 %5 0.1INNaOH # % >
UAKBRAILHREBIERFR KREBBEEEMNLERK
K EAETTABRER DB A#RE 722 23424 (72
@ %) ;: BB GC & & >95% e
NMR # # @ 'H-NMR (CDCl;), & (ppm): 1.21 (s, 3H), 1.30 (s,
3H), 1.55 (m, 1H), 2.03-2.31 (m, 6H), 2.41 (m, 2H), 2.60 (m,
2H), 4.03 (m, 1H), 5.60 (m, 2H).
I3C.NMR (CDCl,), & (ppm): 23.0 (2C), 25.0, 28.6, 31.5, 34.1
(2C), 53.5, 79.1, 124.5, 126.8, 208.6.
1-38 & 804 -2,2,6,6-1 F A - R wbeg-4-8 144 B
T RABOLHR TR UAEMS X EH -
® NMR # 3 : '*C-NMR (CDCl;), § (ppm): 22.9, 23.3, 25.0, 25.8,

32.4, 32.7, 34.0, 53.4, 62.9, 82.5, 208.8.

T A -[1-(GB 2 -3-4% & #£)-2,2,6,6-19 F B -3 5 & b o -4-
Al-B - te4H M

B 2520 (99 EEF) e CEMBAE IS EFTF
By o AN O0T8 AR ETER2AAREN - BHRESY
£ EBTFHHE AHE 13C-NMR it BErRREDHE KA

32
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ko BERBRAMAEABTARERNBE 3.0 XLLEY
(999% ) : &

NMR #t # @ 'H-NMR (CDCl,), & (ppm): 0.94 (t, 3H), 1.03-
1.71 (m, 16H), 2.01-2.29 (m, 6H), 2.41 (m, 2H), 2.60 (m, 2H),
3.30 (m, 2H), 4.00 (m, 1H), 5.59 (m, 2H).

'3C-NMR (CDCl,), & (ppm): 14.0, 20.7, 20.8, 21.3, 25.0, 26.2,
27.1, 28.7, 31.7, 41.3, 50.7, 51.8, 61.8, 62.3, 78.8, 125.0,
126.8, 167.4.

@ UM F K TA-(1-BE R £-2,2,66-mF 4-5 %
Subeg-4-F )k it L TS BH B EAH#H -
'3C.NMR (CDCl,), & (ppm): 14.0, 20.7, 23.8, 25.8, 29.7, 33.1,
41.4, 50.5, 51.4, 61.8, 62.2, 82.0, 168.3.

Tg'(l-iiai%-2’2)6a6—w?g'—}\-ﬂuw"i'll'%)'% ’ 'fb

e D
£ 400 EA ARG A OB EF > HF 2.0 2% 10% &/ &
® mE 30 2x (98 FEHE) LS M 4A 200 EH FEEF 2
BRF - BFHWRBREUNSEANWMBRAE 60C FHRHF 2.5 /8F o
HRERAYVEGY R LBRERAAZTHBHRTFE - # A
3Kk ETEFTERBMNE (4 122k / RE 0.5
=) FE 2812 (94%) g G &R A -
NMR # # : 'H-NMR (CDCl;), § (ppm): 0.91 (t, 3H), 1.10-
1.28 (m, 20H), 1.34 (m, 2H), 1.47 (m, 2H), 1.53 (m, 1H), 1.73
(m, 4H), 2.06 (s, 1H), 2.61 (m, 2H), 2.75 (m, 1H), 3.59 (m,

82
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1H).
I3C-NMR (CDCl,), & (ppm): 14.0, 20.5, 20.8, 21.3, 25.0, 26.1,
32.8, 33.7, 35.0, 46.7, 47.2, 48.2, 59.8, 81.9.

HME A THTE-(I-BD & X-2,2,6,6-m F X4 -
NEAEhE-A-A) B S LR BN TR Y B R R
98% ; & & B g -

2,4-
% 1-

-8B & % -2,2,66-m F A - XN A ww-4-K)T K&
-s-Z% - &% F

#F 5.0 2% (16.1 EEF ) TA-(1-3RT A %£-2,2,6,6-
wFA-NA®R-4-K)-BHAE 40C FTHE 149 20 =R &
bR B 35 EF_F RXZRADF - AR ALKAEHFR
et TOCTHH ABREZTEAL - BHREBHAEHAR
e Ak o B EMABIL IN HCl Rk F ik > B BMEBER
LATYHBBAKE EAE 59 2R (RE) s &k
Z
NMR # # : 'H-NMR (CDCI;), & (ppm): 0.94 (m, 6H), 1.15-

° )‘%

9}3\

1.40 (m, 39H), 1.49-1.61 (m, 10H), 1.62-1.82 (m, 8H), 2.05
(m, 4H), 3.32 (m, 4H), 3.61 (m, 2H), 5.00 (m, 2H).

'3C_.NMR (CDCl,), & (ppm): 13.9, 14.0, 20.3, 20.5, 20.6, 20.8,
25.1,25.9,31.8,31.9,32.9, 34.6, 42.3, 42.5, 43.0, 43.5, 46.0,

46.1, 46.3, 60.2, 60.3, 81.9, 82.0, 164.6, 164.8, 168.9.

2,4-%-[(1-%%-2,2,6,6-@ ? %'7‘-\- fh“tb"i-‘l-z%)’]’ %%]'6'

34
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AHE-s-=0f - fta¥ E

% 25 2% NN -=— T #-6-£-N,N"-% -(2,2,6,6-m@ ¥ #
XN B R -4-K)-[1,35]1=H-24-—iERAE T0 EHF X
c MR AL E 10C > & 3 NFEFRmwA 248 2
28 ¥8) BCLE® - -HMRAME OCTHRIEERR - #

00 ZEHAFRAFEE > EURBAPREREMNRER - KA

i Rt ARF R - ERBEEMEREZE EAE
RAKRER  FERachREHEY £ -SEKEH EH
YR BEH- 2E 126257 (48%) -

2,4-4 _[(1-38 8 A #%£-2,2,66-m F A& -Xx s g-4-X)T B
#1-6-A K -s-=0 > &% F

# 6.0 2% (106 X HF) 2,4-4-[(1-8 %-2,2,6,6-m
R-xawxg-4-K)THRA]-6-RA-s-=0fE A 4£ 30 £
# t-BuOH & 2 £ L8 ¥ - m A 2.4 D AE
¥ &) &R 37 &% CuCle & 1.5 Jfh A 5.0

&Y
.
W

B~ o
B

HRRE - BREA 4L 100 EH TBME #% #F » 3 2L 20% & &
BE AN AR - B F R BEMM B R C KRB RALHMBERE R
LB BEBERMERZIR EREYBRARER - -#HRKDY
AT ERERME (T / L8 TE 99:1) » UK 3.3
~% (42% ) A4 2 G &BK -

NMR # 4% :@ 'H-NMR (CDCl,), 8 (ppm): 0.94 (m, 6H), 1.15-

1.40 (m, 39H), 1.49-1.61 (m, 10H), 1.62-1.82 (m, 8H), 2.05

35
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(m, 4H), 3.32 (m, 4H), 3.61 (m, 2H), 5.00 (m, 2H).

'3C.NMR (CDCl,), & (ppm): 13.9, 14.0, 20.3, 20.5, 20.6, 20.8,
25.1,25.9,31.8,31.9,32.9,34.6, 42.3, 42.5, 43.0, 43.5, 46.0,

46.1, 46.3, 60.2, 60.3, 81.9, 82.0, 164.6, 164.8, 168.9.

LLER AL F X 0 2,4-% -[(1- 2 -3-4 A £ -2,2,6,6-m ¥

A-xawg-4-A)THEA]-6-REA-s-Z8 s G- T
% M 1,2,3,6-m & X FREEH - 2 F 30% : &Kk
2 o
NMR # # : 'H-NMR (CDCl,;), 8 (ppm): 0.8-1.0 (m, 6H),
1.11-1.34 (m, 32H), 1.42-1.80 (m, 10H), 1.96-2.23 (m, 8H),
2.43 (m, 2H), 3.32 (m, 4H), 3.60 (m, 1H), 3.92 (m, 2H), 4.99
(m, 2H), 5.58 (m, 4H).
I3C-NMR (CDCl;), & (ppm): 13.9, 14.0, 14.1, 20.0 (div.),
20.9, 21.0, 25.0, 29.0, 32.0 (div.), 33.1, 33.2, 34.6, 42.0,
42.5, 43.0, 46.0, 46.1, 46.3, 60.0, 65.4, 78.8, 78.9, 125.0,
126.7, 164.1, 164.5, 168.4.

AT XPey 24-%-[(1-RT-3- A %-2,2,6,6-m F
A-xAwm4-A)THRA]I-6-AEA-s-Z9 t4 4% G &A1t
(10%Pc/C:» 5 B H,» 60C) > A& 2,4-%-[(1-8 T
f0£-2,2,6,6-9 F A- N AR ww-4-A)T A]-6-8 % -s-=
ok A4 Fo A& 197% 5 & & 8K -

1-38 2 8 £-22,6,6-9 F - fboxg-4-8 b4l
# 1.0 2% (58 ZHEF ) 1-8%-2,2,6,6-m F K-X &

85D
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ik o -4-82 ( Prostab 5198 A EH ALBE X N2 H &4
) HRLE SEFCE/ K (1) ¥ EhoAN 2 BHR
LS EH 3O BRAILAKER - EER
FhaAEHf CuCle BRERAMWAEATRTHERE 5 37
B BBER - MhMAN 30 EHAF=ZTFRAESB,&E - B F
A 10 B EER ~ K- FREMER - H AL
BRRBIRICMERFR - BEEZEMNLEBRRLE
AEZTABEIRDELE BEAHUAERENE (THR/HF
B 13 : 1) #ib > R4 E 1.05 2% (70% ) A4 ; & & B
gg o
NMR : 'H-NMR (CDCl,), 8 (ppm): 1.13 (s, 3H), 1.20 (s, 3H),
1.1-1.3 (m, 8H), 1.50 (m, 6H), 1.70 (m, 4H), 2.05 (m, 2H),
3.61 (m, 1H), 3.96 (m, 1H).
'3C-NMR (CDCl,), 8§ (ppm): 21.2, 25.0,25.9, 32.8, 34.5, 48.8,
60.0. 63.4, 81.9.

LM F X 1-BT-3-HAX-2,2,6,6-m F
w-4-85 > b4 H> TR 1,2,3,6-m &K F ot 4 o
EE - 78% s & B & -

NMR 2t # : 'H-NMR (CDCl;), 8§ (ppm): 1.16 (s, 6H), 1.22 (s,
6H), 1.49 (m, 2H), 1.83 (m, 2H), 2.04-2.28 (m, 4H), 2.41 (d,
1H), 2.58 (m, 1H), 3.98 (m, 2H), 5.91 (m, 2H).

3C-NMR (CDCl,), 8 (ppm): 21.3, 25.1, 28.8, 32.0, 34.5, 48.2,
60.2, 63.4, 78.8, 125.0, 126.7.
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1'}%‘( EJ ig-2)2)6)6'm ? %'7‘: _ﬁ,"kb"i-‘t-g-? * -4-%@&

Bs ' it&5 4 K

#3ak (IIBELEE) Lo IBME 15EH-K
P o & OC FhAoA 145 AR =ZCHER 23 2487
FREBEBR  BRARAYVEZTRTHRH4INTF > EEWAR 1.2
NAHTF RBREBER 2K A& 40CTHHE 24 /B - B RE
RAEBUASOEHF_RATHRHBE EHAHRBEH UK IN
HCl - NaHCO, & &R A & B K& %k - £ & Na,SO, 3k 2 1% >
BREYWBERBEBREBRRTARE BEEXRGBHAE
R AME (S / A8 49: 1-9: 1) #hi > X EE 3.3
N3 (69%) A4 6 & B -

'H-NMR (CDCl,), & (ppm): 1.04 (s, 3H), 1.1-1.25 (m, 14H),

-
&

4

o

N

\

1.51 (m, 1H), 1.60-1.80 (m, 6H), 1.94 (m, 2H), 2.45 (s, 3H),
3.55 (m, 1H), 4.71 (m, 1H), 7.31 (d, 2H), 7.78 (d, 2H).

13C.NMR (CDCl,), & (ppm): 20.9, 21.6, 25.2, 25.9, 33.1, 34.3,

45.4, 60.0, 75.7, 82.0, 127.6, 129.6, 134.2, 144.5.
LA X 1-BR T -3 R K-2,2,6,6-m F K -0 8w
w-4-K-F R-4-m 8 e bbe M T THER I-BT-3-% &
#£-22,6,6-mwF A-NawR-4-BHHE - AF 163%; a8
Bl &2 -
'"H-NMR (CDCl;), & (ppm): 1.05 (s, 3H), 1.13-1.25 (m, 12H),
1.53 (m, 1H), 1.69 (m, 6H), 2.09 (m, 2H), 2.43 (s, 3H),
3.59 (m, 1H), 5.37 (m, 2H), 7.35 (d, 2H), 7.76 (d, 2H).

13C.NMR (CDCl,), § (ppm): 21.3, 23.8, 25.0, 25.9, 32.4, 32.8,
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32.9, 32.9, 33.0, 58.2, 60.7, 76.0, 82.3, 119.9, 127.6, 129.2,
134.1, 136.5, 144.9.
&2 &1t (MeOH: 5% Pd/ C: 5 & H,: 40C )

%8 1-BTAHK-2,2,66-mF L-NEUwR-4-K-F K-4-5
BE o bteH K- AF 94 s a & B & -
THA-(1-B A HA-2,26,6-0 F A-x KRabog-4-%)-8 > 1t

e 4 D
FoSaxn (122 EEF) 1- BT A A4-2,2,6,6-m F &
-N B bR -4-K-F R-4-mEBEEMALE 3 EH DMSO F ° o
1 & N-TEA#FRAHAE T70C THRHE - A2 TLC
SHBETREYTDEHAXAL - BRESMHUR IS ZEH KA
BAEAUA_ATRER - HARBUBKEMNEZR - H AL
MAEABRREAILWEZRF R  BHEZEFHEMELE - £
TP HBBRAMLER  TH RGO ERBREBRDETEREER
Mk (T / TBTE S 1 01%B=0CK) - »&HH
XLy o AE A49FHR (13%) 1644 D-
8 £ # (27%) 1-® e A A-2,2,6,6-m F £-1,2,3,6-m & %

>

-4

I3C_.NMR (CDCl;), & (ppm): 21.3, 23.8, 25.0, 25.9, 32.4, 32.8,

32.9, 32.9, 33.0, 58.2, 60.7, 119.9, 136.6.

M F R 0 THR-(1-BS-3-4% & #%-2,2,6,6-19 F 34 -
N At -4-£)-8% > ibAS Y N TR 1-BE -3-% & % -

2,2,6,6-m9 F A -X fbow-4-K-F X -4-B A% o &
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% :19% ; aeB#-

B & 2 516 (MeOH: S%Pd/ C: 5 & H,: 40C )
28 THE-(1-BT &K -2,2,66-m F % -5 & 9% -4-4)-
Bz > 1t 44 Do

Flamestab N 6
6% (82 X H) s F-047 2% (2.7 %
EFI)NN-#C-mAA)L —BH 1.72% (85X F)
20% NaOH kERZESHE 125C 2w B E P ok 18 /)
Bf - R EMAHE 25C RTKEHBRABK KB 8 - &
BB KBREM NaCl BRF R » BB EBEMEIE - BE
BARBAEBSLERE - BRIERNESIBEHTEF
FEEERNRY  HRBRIEIRUBEBLARE  BRERKER
R A REBBEHRRGEY -
MEHERARABANEBLSEMNR ZEADERRLRE R
RS RE -

-

5% (%)

425 & 3k 450 & 3% 500 & 3%
B E IR 58 75 84
( Flamestab® NOR
116 ; CAS-% 191680-
81-6 %% )
“dhits 4 C-D~F 79 86 93
i & #5 &9 Flamestab
NOR 116

SR TR R AT M & 2 %44 E % 0.1 ppm -

(B XBERA]
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[¢]

At L BHALBOFETRE > F 32 K {lc) (IId) -

OH OH

(Ile) & (IIf) & & # i@f (ITc), ﬁk (I1d),
O 9

>¢< (ITe) = >(:j< (IIf) » R & — % R B - B &

9 O

X (ID4E 54 -
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ABACE=THR - &aBAILEA R K H0,
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b3) # X ()RS W R E > 5328 X (1)L 4& %
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