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Tt dA TFAE fr%o}ﬂ off kA, (S1) @A Al %, 7 w71
AN = SEHA ] FAE v 5= AL, §hgY)

ol AAH AL e T A 95% vIRke] FFAE v 5 Slrt

o el w2, 7] (S AN Al 24 = A 2

3 (PDI, polydispersed index; MWD, molecular weight distribution;

)x= L5 1R 1.0 o] WA] 1.5 W] RE, BE5= 1.1 o] WA 1.5 v ek 2
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A, 471 (S DAY 58 54 H7HAE Eetetl AAlE 5 daL, A
A4 A7HA = 9= F 100gS 7] 2 =2 0.001g WA 50g, 0.001g WA 10g,
HE3=0.005g WA 0.1ge] Bl &2 HA7be = o) E ThE o2, 4|
A7 A= WA ANATA F 1 mmols 7] 2.2 0.001g WA 10g, 0.005g W A]
5g,0.005g WHA| 4g9] v &= H7te 5 9

71 =4 A7 dE = Eﬂﬁa‘rOPolEi%‘r%,
22-YQR-HEGso| m2F )T, v o g2, A EF2 g l
vz zgdo g =, el e =, o dalt] e e 2, vl e =
el 8l 2, 33} F-EA o F Aol 6, B 2~3-t W o} r] ol Eo| H| 2
(Eo Eo}el wol e ol Hl 2, E el o Fobl, Eelol opl, E )3z ol
N,N,NUN-H| E gt dofl & gl t] o} 71, 4 4 5 2 ©] E(sodium mentholate) 2
2-d | Eg}ato]l =23 F of §] Z(2-ethyl tetrahydrofurfuryl ether) & ©] F o]
702 E MEE 15 o] 4 2 9L, vl sl
22T H E ekafo] = 2 Fel) 3 2 4k, E ol Elobwl, o = eh o F A o,
Z~F 9 E 7)) o] E(sodium mentholate) 1= 2-ol € | E g} sl o]| = &2 9 F &

]Eﬂ = (2-ethyl tetrahydrofurfuryl ether)d = 1.2, A7 54 H7HA & E35lel=

735 AT A DA, = AT N A wEEA] Rk v d A bR &
TEHATE Aol 5 W S5 Aol & B Fom2A Ay 35HAE
GolotAl A F A EF FEsh= a7t At

B-bg o] o AAjefof wpE W, 4] (S2) ©AIY] HhE e AEH S #A
HE-E- 7] ol A AATE = 9laL, o] wf, 7] WA A= @A F 100gS
0.01 mmol WA 10 mmol®] %o & A}-&38F 4= Qlu) i 2 o &2, 4
71 (S1) @Al " JIAIAl 13& 7122, 1:0.1 A 10, 1: 0.1 WA 5, Ei=

3
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[254]

[255]

[256]

FRAEE dHE L rE el WA T AT IA T A 100 Tl
E3= 10 T WA 120 o] SUA S
A= A7 sAY 5 9laL
A 7hE D), 124 AETHE ﬁﬂm%ﬁ%ﬁ
Fs < o flow, nhekA sl b 54 €
FH BT P Held 524 AT

il

Mg a2 A E 195 (wet grip) 2]
Aok e AV a5 2AHELS Do el JHEA FHAE o] £ 2

2
Eﬂ%ﬂi@ﬂz&ﬂiéﬂﬂﬂﬂﬁﬂt@%iﬂ”“ﬂ%%ﬁ
NS AR AFASHAZE DA AL = 3oL, FAARD o2 ] A&

AELBA = v 2G-Efo| EAdEZ 2 d)H Evts v =,
ﬂi&Eﬂﬂ%ﬂé%Ei%ﬁﬂ%vE,

s =,
E)EﬂEa}EﬂE,
ZIHEGEIE,
YV EgEY =, 3-HFtEX 2 9 E g v 5 A A &,
3 EZZHE | EAIA @ -t EE Eg W EA] A &
2.0 FH R Eg o S AT,
3FEUSAAEZZANN-HHEE 7t 2n R A Edka ] =,
EFEAALZZ I NN-tHEE ¢ 7t 2nl Ry Ed & s

L L
Jmélmélk
o

2-Ed]ol S A A ol E-NN-t W E| e 7F 2t 2 A B Evta ] =,
-Efu A dd e dilzE ol d e EctE ]

B-Efd sAdd 2 disde Egtad s,
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o= shuh Em = ol e el AE 4 glh vhg A kA= BAA A
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[257]

[258]

[259]

[260]

[261]

[262]

[263]

[264]

i

C
814 A, i A7PAA FA 58 T XHE 5 9
]

DPG(H] ¥ T-ol Ll ¥l) 5o Frol gl 83 Eo] AL

g
T AL, AF AR 100 T &0l thske] 0.1 S WA 5 SRR 29k

A7) AR HE D 2B WA AstA A 2gshis
A, = S A Ed 9o, A AE e A
A ARG}, 3| ~H A &~ £ 2

o

= X
V) s stk R A B 67 A E S e 4]

A7 AP A A= Al R 2,6-H-t-FE I A E, H R E EEAEFAY,
2,6-8] (= dl A B @) E)-4-=d 7] #(2,6-bis((dodecylthio)methyl)-4-nonylpheno
D EE=
2-W[ & -4,6-0] 22((= 2 E] Q)| &) 7] = (2-methyl-4,6-bis((octylthio)methyl)phenol) &
T AL, A A 100 TRl tiste] 0.1 T Al 6 T2 AMEE
A

A7) =3 A A= D & N-o] AZ 2 I N-7| d-p-s A t] o},

N-(1,3-t] v & - 2)-N-o dp-si d &l ] o} 1,
6-ol FA-224-Eg| W E-12-H3| =2 F] &5, L= v ol 7} of Al E 2] a1

SUE Y A, F A 100 FEF tiste] 0.1 S A 6 FFFE
=

utet 7] - 2= golo] EdE, ] EY &, Aol = g, Jh7bA
Y i AE 39 o vl = g, Fo] ¥, Bl A a1 5o
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[265]
[266]
[267]
[268]
[269]
[270]

[271]
[272]
[273]

[274]
[275]

[276]

Efoloje] 2t AL, WAl 3L
AE o] Azl F8% 59

S A A o7 Mg Ely| %’48 AN o) & So] 445
I

o vy ol o 7 e dy R
W= o, g o] Wt 0%41011 A et A Al dlol g E =
Ao ® A H o]z ¢t "k B g o A o= F AN A Hd A A4S
747 2pol| A B vk 2wl bR BHA A Ely] el A Al EE = Aot

(1) 31812 2aa-12 B E &= 318 E9] A=
N-v & o} d &1 (N-methylaniline) 10.11 ml(91.46 mmol)< 284 ml MTBE(M| &
g ol 20l Holal S5 E 20°CE St T e F g4k 89 4283
ml(23 wt%, 105.18 mmol)S 3 % 3] 47} AT 2B HAHE| Ao
S WA 180 & nRES ST RES-8- o] gk =gl o 2 W3t thA
L5 20°CRE YaEa1, oAt Jr%i,% 207 7HE Yot 5 Ao R
S AA AR A& avbsto] B Zele] e o] RS &S Al 233l
225 THA] -20°CE $H5=51 THR(H Ed}sto] = 2 558 9.27 ml(114.33 mmol) 2}
-2 F ek 8o 62.4 ml(18 wt%, 114.33 mmol)S 132 0 & o] Fw A
A =M Lo o] vh-gE-8 Al 2T o] F -10°Co A 2] gk
AL ket & Gul & A A S o} 25 97| sfell A AAES R 33] A
Al Fsto] med A A 4] o] st7] 3182 2aa- 15 A= S e 149 g(F &
99% o] e Al Zst gt Al ZH 5182 2aa-12 FA = 335 20 mg < HCI
T2 N/AH1 ml/1 ml) 3 Evjlo] 5% 8F a1 B X T 3}(deprotection) HF-5-
Z18 gk & NMRS ZA48lo] Al 2= & Flsksit.
[3}38}2] 2aa-1]

Li

'H NMR (500 MHz, Pyridine): 8 7.51 (m, 1H), 7.19 (m, 1H), 6.99 (m, 1H), 3.33 (s,
3H).
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[277]
[278]  (2) 33824 2aa2F WA ¥ = 3R] A%
[279] oo} A # 4 & Al 2~®l(closed system)©] A A] 3L-2/a1 Qo A HF-S-& =85k 4=
9l3i= @ EZ ¢ o] H (autoclave) B3 7] o] AF7] A ZH 3}8}2] 2aa-15 FA| H =
SHEHE 149 g(9.15 mmol)& W 3L A Z R AL ) ol 4] 0] 423 1.56 g(22.87
mmol)¥} U] B E &}&}o] = %%iiiJJr(DTHFP) 2.11 g(11.43 mmol)& <3t

[280]
[281]

[282]

[283]
[284]
[285]

8 bar, 100°Coll A 24X 7k 2t WH-3-& 1Ak vh-3 T/ F, M35 H o=
| = Zﬂ 7letar dAato w2 04440}04 n|wh-g-gk 31512 2aa-12 FA| ¥ =
seHE& Al AL o o)l =oll= 8] 318H 2aa-2F BAH = SEEE
A}, §]rfi}ﬁ. Raa-2E% EA| ¥+ 3HHE 20 mg S HCl 58 <%/3 21 ml/1 ml)
23 Bujjol] F=})5tar %iiﬂ(deprotectlon) &8 83 T NMRS 54 51
S14] 2aa-28 FA| ¥ = B o] A2 H U S Q"Lg}ﬁ’ir/}.

[3}8}2] 2aa-2]

Li

/“‘<u

'H NMR(500 MHz, CDCl;): & 7.07-7.01 (m, 2H), 6.65-6.63 (m, 2H), 5.75 (m, 1H),
5.20 (m, 1H), 4.0 (s, 1H), 3.21 (d, 2H), 3.09 (s, 1H), 2.00 (m, 4H), 1.82 (s, 6H), 1.70
(s, 3H).

=

AlZ12L 2= Q1w 2= 29 b= 871 270 & & H 8l AUH A

A Z2 82516 g, 317] 3182 2bd = ﬁ/ﬂﬂ 3}etE 2176 g 2
ofedt]olnl 108 g& FY ko] A1 Hb-§ &8 A 235t} o] 9
of, FHA FH L7 25Mn-FEHEF 258 g L A EZ2N4H472 0

A2 w3 &N & Azl ol w, 382 2bdE A = 3},
F 2 HEgvedEaitoelyle] Eu0]= 1110 AT} 2 315 8-7] 9
e dbar® FAA LT A Efol A, A& FZFAE o] §ato] A4 vh-3-7]
AL AEA AEZ AL &S 1.0 g/min®] FAHFEE, A2 A2 Ad=
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[286]
[287]

[288]
[289]
[290]

[291]
[292]

[293]
[294]
[295]

b
1>

A2 WS B2 10 gmin®] FALEL 22t FRaA . o, 4

Hh&-7] 9] 55 25°CE FA8FGlar, U3 b= & W g A

9] = 9 ©] E] (backpressure regulator) & ©] 8319 2 barE -]} o, W57

W o] AFAIZEE 104 ol W7} B =5 2dste] WA WA A E Al sttt vhE
TR F, 7 AR ETY I E FA]ske] 31812 2bd® TA| H = 3HeHE 0] 99%
ol ek A& Flsto] WA A A ZE Al 2H A FsAA T

[2}5}4] 2bd]

Az 3

AF A2A 7oL 228 E 2= 29 e 87] 270 2 EH]8k T A A
St= g7l Al E284E6,922 g, 517] 8}8H2] 2ca® WA H &= 33HE 120 g 2
HEZWEo|ealt]oltl 60 g& FY3le] A1 vh-g &M2 A x=35F31t) o] 9}

A, FHA FE 87 2.0 Mn-FEHE F 180 g B A EZ2 846,926 g5
T ate] A2 ukg NS Azt ol w, 3}8}2] 2ca® FA|H = SH3HE,
n-Fe e 9 e Echr e dait]oprle] 1] = 110l QAT 4 §FE 871 <]
& Tbar®E FAAIZL FEH oA, A FHAE o] §3to] 152 w7 Ul
Al A2 I A S NS 1.0 gmin®] FHEER, A2 A&4 QI

e |
A2 Hhg 8NS5 1.0 g/ming] THELEZR 22 AT o] ], 142
WS o] S5 = 100 CE §-X] BFY a1, U oFe-S w5 ) A

Al = | o] B] (backpressure regulator) Z- ©]-8-3}4] 3 barE 4313 2™, ¥k-§-7]
Wel ATAREE 108 ol 7} B =5 2 astel WA AN AE Az S
TR T, 7ME AR R 2 B skl 31814 2ca® FA W= 3 E 0] 99%
ol Ay Ag Flsto] WA NAAZ AW A= A

[(3F514 2cal
T:::j

N

AN .

Az 4
AF AZAZ 2L 2~ Qe 2~ ~E

]

=871 270 & Enlskith A HA

n:
oto
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[296]
[297]

[298]
[299]
[300]

[301]

st g o) A F2E AL 516 g, 817] 3}t 2dbE FA] W= 3H3HE 100 g 2
H Egtu g g ar]olrl 105 g5 Fhoto] Al vEE & & Azt o] &
B, FAHA gt S 25Mn-FEHE F 248 g L A FE2 4720
Flato] A2 9§ A& Azttt ol d, 3}8H2 2dbE FA| ¥ = S}EHE,
e g F 2 HEGW o t]oll o] EH] = 1:1:19] AD} 7%%'3%7191
el dbar= FAA T A Ejoll A, A& FFAE o] gato] 424 vh-g7] Ul
Al A& AL Z AL S EAES 1.0 g/mine] TUHFEZ, xﬂ AEA A=
A2 g NS 1.0 gmin®] FUEHER 717 F=F3Eich o, A
HHg71 9] L5 0°CE A8l AL, - oh e & Mg A
9l = 7 o] E] (backpressure regulator) & ©]-83Fo] 2 barE -4} 2, HH-5-7]
W o] AFFAIZRE 104 ol W 7F B 2 2 stel WA JRA Al E Al sk Sl vhE
T8 3 7t AEntE gy & B8] 8182 2dbE FA|EH = 3FEHE©] 99%
ol A2k A& Flato] WA HAIA7F Al 2 ¥ A& Gl

[3}814] 2db]

Az 5
AF Az oL 281 2~ 21 b 87| 270 & T8kl 20 A
tE g rlo) A ZF284E6,922 g, 317] 31812 2ca® FAH = 3}3HE 522 2
HEgtu o dalt]olnl 60 g& FHsto] Al w3 &8 A3t glT). o] 9
FA, FH A %LEJ,%7]°1120M11T 111%18 g‘;‘ﬂ%ifﬂ]*m,%@%
1 L

A=
a S 2 o] Lol o) %Hl%lml 197 9
She1 e Toar FA AL AN, A FHAS o] 8} A% A %%71 g

%

T =
Al 44 Hﬁ;cz A1 HEE G S 1. 0g/ming] FUEEE, A2 d52 Ad =
° &2

2 1.0 gimin®] #1552 27 29591}, o] 9,
E-10°CE A8 o, W 3 of =& vl sz g A]
o] = 9 ©] E] (backpressure regulator) & ©] 8319 3 barE -4} o, W57
o] A FAIEE 103 o) W7} ¥ =5 Z2dsto] WA 7HA1 E Az} jhs
T8 5, 7t~ AZ2uteE ¥ 2 BA8te] 3182 obd R EA FH & 3 EE o] 99%
ol AgH AL glsto] WA WA A7 Zﬂzﬂ Nes Gkl
[2}5}2] 2ea]

HIJ
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[302]

\/N\/’
[303]

[304]  Azxd6

[305] Zefaol A ER2 A 60 g, NN-T W & 32 2 3h-1,3-T] o} 7 2,04 g(0.02 mol)
1-H 2R 3 F2 2 I 23693 g(0.044 mol)S E 3L 60°Cel A] 441 7k <t
A HbERe] WA Z T} o] 7] of]| Li 1.39 g(0.2 mol)S & 7}3ke] 40°Col| A 124 ¢
SOt ke F muke B AS A A8k, o] A 2.72 ¢(0.04 mol) S H e ¥
40°Col A 1A F &<k alRkato] 8t 7| 818HA 2fa® FA = =S
A zst et A xH 33 =-2 HudolM EARS o] &8 A0S Tt 24
LisEsE 489 o, 4" 24 Li 55 0.55MO1 2 24 Li 5506
M) thH] 83% =)ol A Th.

[306] [3}38}H2] 2fa]

N

[307]
Li
) .
—N
\_\; 2
N
Li
2
[308]
[309] A Ao 1
[310] 3719 Hbg- 717 A - R AAH A4 w57 F Al17] ¥Eg-7] 9], n- 4l

2Eldlo] 60 TF %R &3l E B 898 1.92 kg/h, n-F2kel] 1,3-FEFr] 0]
60 =HF %= &3l 1,3-FEr] ol 892 11.80 kg/h, n-& 4t 47.73 kg/h, n-E)4kol]
1,2-% el ello] 2.0 3% 2 a9 1,2-FEt] ol 282 40 g/h, A FA7HA =
n-3 4k 22-(H]2-B| Egfstol ER2FH)Z 2 3ho] 10 =Fn= Salld 895 53
g/, A TWATA 2 p-F) kel 7] Azl 164 Al 2% 31812 2aa-25 FA| H =
3}3Eo] 10 %= Sl &8 1850 ghel 52 45 T) o] ),
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[311]

[312]

[313]

[314]
[315]

[316]
[317]
[318]

[319]

&°l 39%7F

A7) W71 e} 255 50°C7F H 5 FAst gl en, S A9
71N A2 SR SRS

] 1
AL u, o] & M-S T3, Al uk
o] &3ttt
olo] A, A|2 §E-g-7] ol n-& kel 1,3-F-Elr]dllo] 60 T F% = 83 ¥
1,3-%Eld el 8912 295 kgho] =2 FAE3T) o, Al27] vk-&-7]9]
LT 65°C7F HEF fAEH o, F3 AE-E0] 95% ool H S u, o] %
Hj 78 58, A2 vk-S- 7)o A A3 wh-g 7| 2 T TES o435k
71 A2 w7 ol A A3 RES V2 3 E o] Fato], AA AR §tr] 382
laZ BAE = 31380 20 TH %= SalE 898 d&H o= A3 ks l°ﬂ
F ol 3L Th( A A Al:[act. LiJ=1:1 21]). A3 ¥k-&-7] 9] &% 1= 70°C7} ¥ %
AT

o] T, A3 uk-g- 7o A mlEH g 8 el AbshEA A = 30 %%Wf’a Rl
IR1520(BASF#t) &1 167 g/ho] &5 2 F¢lato] wuksl i), 71 A} Ao
THEES 2R 7Hdy 2570 Wi whkste] & A A oPO% ek WA

Zolrlel A F54 2 Alza .
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OMe OMe

/\/\N/\/\S‘i_o_s‘i_o_Si/\/\N/\/\
/J/J OMe OMe OMe L\L\
[321]

[322] A A4 3
[323] A AL 10 oA, ?‘%Xﬂ o] 40%7} ¥ 1S ul, o] F M-S B3, Al
at7]

HES7]o) A A2 Wb 2 T =g ol Fekar, A =2 617] 81814 1=
FAHE 3552020 2F%E SaE 2N A3 uS ] o) A=A o7 gt
A& Al eletariz 7] A Ao 13} F At AAlste], Fad |4 g
T HAE Alzsh AT A Al fact. Lil=1:1 =H]).
[324] (3} 1c]
[325] (
N~
OMe OMe OMe
\/N\/\/S‘i—O—Si—O—S‘i—O—S‘i/\/\I\(\
OMe OMe OMe
/N
[326]

[327] A Al 4 4
[328] A e 10 Qo A, =3 A3EE ol 40%7F H S o, o] % v TS =3, Al

T

x
W71 A A2 WS IR FHEE ol ahan, MYA R 5] sheH4 14
EAEE SR 20 5L §ANE §S A3 WS A% A0 FiH
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A& Al Qstar= g7 Al 13 T st Al ko], o WA F-ir] <l A
FTHAE Az R (A A Al act. Lil=1:1 =H]).

[329] [2}3}4] 1d]
[330] (
N
OMe OMe OMe OMe
\VN\/\V/T—O &—o—&—o—&—o—T/”\/\{j\
OMe OMe OMe
/f; zi\
[331]
[332] A Al 4] 5
[333]

[334]
[335]
[336]

[337]
[338]
[339]

[340]

Aol 10 Lol A, A AN AR n-8ke] Ao 2004 Az WA
HAA7F 10 TF%=2 Gl H &N 165 ghE 2 T4 31& A 93 S
A A6 13} FABA LA sel, e WA FAT A FEA S Az,

A Ao 6

A o] 10 Qlol A, WA A A & n-3akel] Azl 30 A Al 2¥ WA
NAIAZE 10 5% S8 E §02 185 g/h® T3 AL A 9 slari= 7]
Aol 13} F DA DA ste], g AA] FAT] A FAE A £85I

A7

3719 §E3-71 7 A E R AR A& wkg7] T Al17] §k&-7]oll, n-F4lol

2 €l dlo] 60 FF% R S E 2E @ &9 3,58 kg/h, n-F) kol 1,3-FElT] 2l o]
60 T F %= &2 H 1,3-FEH <l &2 10.47 kg/h, n-F)4F 47.59 kg/h, n-F) ko]
L2- e dle] 2.0 %= &8l 1.2-F Bl 842 40 g/h, - 7HAI =
n-34kol] 22-(F-2(H Edtatol =R F )T 2 o] 10 TF%® &3E &4
127 g/h, A WA A Z n-g Akl Az 40| 4 A28 | WAA7F 10 FZF %=
Sa¥ 802130 he T o W, A17] w71 9] 2% 50C7h
HEE Ao, 3 AE8o] 41%7F H S wl, ol 7S B8, Al
HEE 7ol A A2 §EE V| & FFE-S ol ekl

olo] A, A2 ¥k 7] ol n-3 1,3-F-Efr]dllo] 60 T %= &3
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FAsEAT. ol w, A|27] w71 2]
= = A 2kE0] 95% ool H ol ul, olF
Wl 2he 3, A2 wkg ol A A3 kT2 SHES ol Fsk i
(3411 7] A2 wEE-7 o)A A3 REEV 2 53 Fote], A &2 st7] 55t
[e)

& NE A3 7)ol ALA o=
F A8 A A A All:[act,. Lil=1:1 &H]). A3 ¥H-3-7] 9] &5 70°C7F 5 E5
FrAl s AT
[342] o] &, A3 REg-7] oA wiE ¥ T3 & Aol A A A 2 30 THF %= &5 ¥
IR1520(BASF#t) & 918 167 g/he] S5 2 F29138ko] kel il 1 A a Aozl
THES 2HOE 7HEE 2ol W wgksto] ujE A 71 ste] et WA

F T QA F5A & A 25 v
(343 [34514] 1a)

[344]
-
OMe OMe
/“N”w/\L—O—m—O—L/\V“N”\
/ ] .
OMe OMe OMe
[345]

[346] A Al 8
[347] 2 Al of] 70 Qlo] A, =3 A SEo] 43%7F F QLS W, o] & wHS =), Al
HE-S- 7] A A2 vk-5-7| 2 FEE S ol Fatar, AA A & n-3 4kl 317] 8182

2

T3 AL AL stari= A7) A Ao 73 FAEHA A A s
A A F3A & Az (A A Al [act. Lil=1:1 &1]).
[348] [3}3}4] 1b]
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[351] A A9

[352]  AAld] 790 9lol A, WA A & n-4kel] 31812 1cE HAIH &
TH%Z EalE £NS A3V A&HH o E FHg A
Aol 73 FA A AAsEA, FEet A4 Tl A 5
A 228 T A A q[act. Lil=1:1 &=1]).
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[359] (
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OEt OEt
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OEt OEt OEt
[360]
[361] AAld 11
[362]  AAldl 70 hoA, WA AMAIAZ n-&Akol] Al el 5o 4] Al WA
WA 10 5 H% 2 Sl H &2 121 gh®E T3 AL A9 sta= 4]
AN o] 73 FAEA AAIEA, g WA FAT A FAE A =383 Tk
[363]
[364] A A4 12
[365] 2 e 1o Qo] A, WA WA A Z n-3) Abol] Al o] 6ol A A ZH 3812 2fa R
TAE = EEEo] 10 %= &l 898 265.0 g/hZE T35k, T 5
A3t 41%7F H & u, o] & F3l, Al HE-g- 7)o A A2 HkE-7 &
FHES olFstar & A& A LstarE ] Aol 13 T LsHAl A Ak,
et WA Fael A F3AE A =38
[366]
[367]  HlaLd 1
[368] 20L EZ#Ho|H ¥hg7]of] 2~E = 100 g, 1,3-FEFr] 2l 880 g, n-34F 5000 g
2 FAATA R 22-v-HEGsto| =2 F )T 27 0.89 g WS F uke7]
T 255 50°CE 528 th 8#hg 7] Wi 25715000 =g ds o, |4
MAI AR Az 1o A A 29 3}8HA] 2aa-28 FA] = 3HEHE 5.5 mmolS
Fdstel 9 2 whgS APA AT 20 o7 A7 3 1,3-FE A 20 g &
Fste] A AME kS T e 2l 0 2 785 (capping) 3 T 5% F,
WA 2 31812 a2 A H & 3E 5.5 mmolS 53kl 158 3
WS AL Z T o] 3 o BFE-8 o] &3to] TS A A A7) AL, AFE A A Q1
IR1520(BASF#)7F n-3) 2kl 0.3 5% 019 89 45 mlE A 7FeF3ich 1
Ay o FHES A~ 0B A H 25400l Wil wiksle] §u) S A 7 5]
St WA FAC A FEAE A8
[369]

[370]

B4 2
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[371]

[372]
[373]
[374]

[375]
[376]
[377]

[378]
[379]
[380]

[381]
[382]
[383]

[384]
[385]
[386]

Aol 40] 91014, A A A AL -3 abel n el el ol 10 S
ohel nslel F 802 750 ghel S5 Faa, A1) el L
55°C7} 95 1ha~ﬂ ol 45%7F AL 1, ol % Mu Fal, Al
gER s 47 %
i,

“£11Hﬂ2m ol %3 AL Al oleta:
E 5 A A A EFe] & gﬂ/\ Zont] el A 2312 A 235+ o}.

.

B3 3
AL 1] Ao, HES2 55 Al v 7] A =
80°C, A3 Hk-5-7] ol A= 80°C & -] &kar, A1 HH-&-7] W = Xﬁ&%ol 68% 7}
O

\1
O
]
0
é
)
E
oe
X,
=
2
rir

92 ), ol % Wl Fal, Al g o)A A2 SR FHES o Fotol
S A A Shariz 47] Ao 13 BA5HA A skl Fre g

& AH A FFAE Al

] A S

Aol 1o Stef A, |A A A2 A Al 2o 19] 3152 thAl ol n-F) 4t
n-FEEFol 10 F%F%= &dld n-F el F 92750 ghe] 52 Al
HEg7lo] A& or Fdstar, T AgEol 41%7F | e ), ol % WS
o, AL kg7l A A2 whg T2 SE S olE e S Al eta= 2]
Aol 13§ AsHA| AAJse] g AA] ol A T A S Az

vl 3w 6
ALl 90l Slol A, WA ANATA| 2 Al 22l 3004 Alz2d 3hakE ool
n-3 kel FEREFo] 10 TF%=E Gl n-FEH e F §4S 750 ghe] 5=

AL REE7]el A2 0 2 Fdstar, A|17] ¥hg7] o] 25+ 55°C7F H &
FrAlskaL, T3 A e o] 49%7}F H LS wl, o] & TS F3l, All ¥hg- 7] el A
A2 REE71 2 FES ol Fotal o, A A 2 n-g 4ol 3}8t2] 1d2 BA =
s}§E0] 20 SE%E 83 H 805 A3 kgl &4 o A

Al Q)3 a1z A7) A A ol 99} F A Al A Al St whbet WA T QA
S A E A28 A TH(H A Al [act. Lil=1:1 =8]).

vl o 7
2 A e 500 ol A, 5 A3 o] 41%7}F H S v, o] & wj IS F3), Al
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[387]
[388]

[389]
[390]
[391]
[392]

[393]
[394]

[395]
[396]
[397]
[398]

SO A R -8k 5] she
812 A3 W8]

= A& o
T AE A Lstare g7 A 59F T Al AAlske], g WA
Tty A A& A 2SR TH( A Al [act. Lil=1:1 =1]).
<INel

OMe OMe

AF7] 38hA] jol| A, Met= W E 7] o]t}

B 4 8

AALof 6ol AAA, T A3EEo] 41%7F H A& o, o] & v T T30, Al
HEE- 7o A A2 9H-§ 7 2 S 3= ol Fatar, HAAZ n-S4te) 317 8}5)4
2 A E= 35t Ee] 20 %R Sl &S A3 w270 Ao
e A& Aot A7 A Ao 63 FUSHA Ak, G A
FN] el A A S A 25 (A A Al L:[act. Li]=1:1 1)),

[}8}2] i)

T™MS

N\/

OMe OMe

T™S ‘ ‘ T™S
SN TN 8i—0—8i—0—8i- "N"

J L N

OMe OMe OMe

271 g}sk2] diol| A, TMS+= E v el 2 & 7] o] 31, Me+= & 7] o]t}

B 9

A Aol 50 A, T3 AZF o] 41%7F H S ], o] 5 Ml TS F3l, Al
HEE- 7o A A2 9371 2 F3=& ol F3tar, §A JNA AR n-82te] 7]
A zzd 4ol A A zH B NAAZFH10 %2 &alld 895 130 g/h=
F9star, AA A & p-3 ko) 817] &8t iR A EE 35HEo] 20 = H%E
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Sl NS A3 S0 AL H o7 FHF AL A Qslari= 4] A4
59 T A AAlste], FEd WA FATNA FHAE

[399]
[400]

[401]
[402]
[403]
[404]

[405]
[406]
[407]

[408]
[409]
[410]

[411]
[412]

[413]

= o A )
Az 8T A Az [act. Li=1:1 & 7)).
[3}8H4] iii]

OMe OMe

(TMS),N” >""~8i—0—8i—0—S8i-~ " "N(TMS),

T

OMe OMe OMe

2F7] sFer2l il A, TMS = Edw e A& 7] o] a1, Me:= W € 7] o] T},

H] 14 10

u) 56l 10 Qoj A, WA Al =
3-(E] W) A (50 2 20NN o) €132 2 %10k 71 2 28 mmol & 591 3F 21 &
Alolat = vl 15 FAetAl Aol Fur WA BT A FEAE

Az 33Tt

v a4 11
vl ool o] gloj A, WA A =
-l EA (M)A H)-NN-t] o & L2 [0} S 1.6 m
Al el star= vl ane]] 13} FASHA AAlse] i WA F AT IA /A E

Al zsk3A e

—

Add1
7] A o], Bl Lol ol A Al 2w 7 bt s whdy A ] el A
3o skl 7] BEAES S5k, 1 A9E 5] 1 E & 200
e LTk

%ﬂﬁ%@ﬂl<£ﬂﬂ%H(Mﬁﬂméwm®ﬂ%%mevmmswo
4 2 A8 ql T
gl = 1,1,22-H EgE 2 2 §H-2 AR5} 9 21, solvent peak =
.wmmgiﬁhﬁrwnw9mm—w%ia@ﬁngwmA~iﬂﬂw
5.8~5.1 ppm- 1,4-0]d, 5.1~4.5 ppm-> 1,2-H] d 2] 9] 9 & 3Fo] e @ whe] 2
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vl gheke AL AT A= 1 mLo] 1,1,2,2-H E et E 2 2ol ghol] T3] 10
mge G A A £Hl sk AT

[414]
[415]

[416]

[417]

[418]
[419]
[420]
[421]
[422]
[423]
[424]
[425]

[426]
[427]
[428]
[429]
[430]

[431]

[432]
[433]
[434]

2) =2 3 AR Mw. X10° g/mol). T3 3+ AHEF(Mn, X10° g/mol), H o 7] 51
AL (Mp. X10° g/mol), 712 % S*(C.N) B - A&k 3 ¥ (PDI. MWD)

GPC(Gel permeation chromatohraph)(PL. GPC220, Agilent Technolodies)Z =5}
ah719] 27104 4] 53 ARHMw), 58 842 Mn), A o921
BAFMp)E 5SRO, AT L FHS AT B, AP
¥ ¥ (PDL, MWD, Mw/Mn)= S8 | A7) 2F Ao =258 A|1tsto] A9l
olw, Aozl Ak -3 FHE E 1 A ¥ 40 JERH ST

- & PLgel Olexis(Polymer Laboratories 1) 2§ 5 Z}<} PLgel
mixed-C(Polymer Laboratories %‘i) A ot A 2E x3aho] AL

-8 g EdEtol =2 %ol 2 %2 o}ul 3}3E 23 AL

- 47 1 ml/min

- Al 3EF 5 1~2 mg/ml(THFY 3] 4)

- Detector: Refractive index
- Standard: Polystyrene B sE 1A)
TS ASE = g A Zoalalde A WA Ei= AEHAE T
al ] dH TH=S AF st A I A FAFMp)S Ha, ol F &4
BN A A I A EAFMp)S Dol, skl 528k 28 ALket

—_

off

T

32 rE

HFUFAE D TS sk
7] FUAEZ MV, (ML1+4, @100°C MU)i= MV-2000(ALPHA Technologies
)& ©]-83}o] 100°C A Rotor Speed 2+0.02 rpm, Large RotorE A}-8-3}¢]

=35t o, olu] AL-&E A Hi= A L-(23+3°C) 00 A 304 o] A X g F 2743

% lHOPOﬂ tho] FHHE] Witoll A 9] & 3L Platens 25 A1 A 4% &<t

Pr ?SE é?é ¥, 27 R e FU A S "Bk Ve ghe
2 o)

4) si ek

247] Si gH- ICP w4 Wi o2 f % A Seh=v} whag ¥4 7| (ICP-OES;
Optima 7300DV)ZE ©|-& o}cﬂ ZA3sd AL eR A& 0.7 g2 T
7Y (Pt crucible)ol] ¥ ar, 21 ¢+ 82198 5 %%, Electronic grade) °F 1 mLE ¥ ],
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[435]
[436]
[437]
[438]

[439]
[440]
[441]

300°Coll A 3A|ZF &< 7FE 81 a1, Al =& 17| Z(Thermo Scientific, Lindberg Blue
M)l A, 3H7] 2= ¥l(step) 1 W #] 3] 21310 2 3|5}5 X gk &,

1) step 1: initial temp 0°C, rate (temp/hr) 180 °C/hr, temp(holdtime) 180°C (1hr)

2) step 2: initial temp 180°C, rate (temp/hr) 85 °C/hr, temp(holdtime) 370°C (2hr)

3) step 3: initial temp 370°C, rate (temp/hr) 47 °C/hr, temp(holdtime) 510°C (3hr)

o) et AAh48 %) 1 mL, 7§ BAH50 T3 %) 20 w5 7HekaL,
W5 SR & B-8ho] 30 o] &5 9 (shaking)T -, Al &0l 54k (boric acid)
1 mLE Y a1 0°Col| A 2A] {F o] 4 B 8k 9 <=~ (ultrapure water) 30 mL o]

3 4latel, 3318 71 sto] =459,

)N slak

N &H NSX 4 Wi o 2, S| &k A & A4 7] (NSX-2100H) &
ol-g3to] STt FAH R, S A& QA 7] (Auto sampler,
Horizontal furnace, PMT & Nitrogen detector)& 7 31 Ar< 250 ml/min, O, 350
ml/min, ozonizer 300 ml/min & & 7] &) o] 7}~ H-3-S A 8} a1, heaterS 800°C =
A g 2 oF AL F et 7Bt WAV E EA SIA A o WA 7] 7 o Bh R
% Nitrogen standard(AccuStandard $-22750-01-5 ml)Z o] -&-3}o] AakA W9 5
ppm, 10 ppm, 50 ppm, 100 ppm Z 500 ppme| A=A S 24 sta1 2 5 o]
o= Areas @2 F 55 U] Aread] H| & & o] &3t 2448 23T
o] % A& 20mg7} B Mgt BEE 4] #4171 9] Auto samplerol] =31
Z743te] areal AT Do A9 aread} 47| AR S o]-85Fo] N gH=Fe
A Akst et
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[446]
[447]

[448]

[449]

[450]

A7] 1 F 2004, PIE A A S, M2 HAA| = ASHAE ol sl
NATA, A R AZGA ] A4 =2-& 5H7] 133 2
[33]
THAIH| a sl8rAl Pag-22 EAlZ = EEE
b 3l5hal b2 EAlZE EEE
c Sl&tAl 2caR2 EAE = ElEtE
d 3hetAl 2db 2 FEAIE = e
e 3lstAl 262 TEAIEE FEtE
f 518HAl 2fa2 EAlE= 3HEE
o n-SEz|§
24 A | A slsHAl 1a2 EAIZ = EEE
e B 3l5HAl b2 FAIZ = EHEE
HE YA C 315fal 102 BAlE= 5132
D letAl 12 FAlZE EHEE
E Ststal 1e2 EAIZ & EIEE
F ststal e ster=E
G stekal 9 EEE
H 318HAl ol 3EE
J S-(ClH SAI(HE)AZ)-N N-C|of| & = 2 T-1-o}al
A7l 1 E 25 Fxehd, B oubg o] o AA oo whet Alzzw A Al 1 A
129] ¥4 AT A T3A= &7 ote 245 HAE BT T8t
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