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=B Az wAd o8 AAR & Utk Ax WA YY) =od wsh go], Aeno
fol A, relm AEAoR F] mi o) WA g oF it A2 YoM Fyu,
o
=

_"LEOWV‘“L o] ]# «] ?QX} A71E HaA7E GAE F7t

o 719] HAaE gdAle &8z 9Y FaE S qleje] st I, dF &
9, A3 (pulverizing), ®+ I4(crushing)ol ola) dAd 4 Uk, 83 dxE D}?j Aol <&l
= AMEste], o E 5o 2 2 Uz, ©EH H(tumbling mill), 3™ H(hammer mill), =+ F IHA
(jaw crusher)ol 93] @42 + Advh. H2 WY A 277 Ax o AT i %”HE 047] of 2%
stk YA =] Aol Aol oF 1 mdl AHF-fFE EFLEYIEAIYCIE o] AFH T AFeirt. HiE
A A=, YA 27 AL Ad oF 0.5 melth. HF Ax @A A ZF 1,1,2,2-HEHEF 2o e
o|E olAE gujglEe] ®Als = Elgoe] FET whaic).

o2 AAl oA, 2 @y gA (a)olld EFES vl HAHFA7] Ao, 7] wdd EFES WA
9 gbstAle HEAIA, EASEE Aol ot W FolEdS 3lo R WA |

3= WAE FUIR xdeth. EFLRYIMEAIMCIE 9 2 295 4 EFE WY vEkE o3k
FolEatA (S, +4 Abs) AdEle] SAZH(oxysulfur) 3F8hg) o] At (S, +6 Atsl dH9 S8 33HE) 9
SER gbstEnh. A7) Jﬁkt 247 EFS
71k, 748 bskra, A HEE
53 h:}. v S A =, *Jﬁhﬂ—& =7} °of

SH st Fgdoltt, absls FAbslgse] FEAS wWHHEHA A &
°F 10°C WA oF 100T, vtEAsIAE ¢k 15°C WA oF 40T X0 S8, a3}
o] 3 3}skE AFE +6 A3} o] 3 sEEo R WEAI|V| FiE o}
shEazh AHEE 5 A SHAIRE, A HEEe 4&3# 27F fElekAle & v e A, EFES A
S ol ¥ WRES HAFSAE AVIE S oF 20T WA oF 30 COM ARk AV, e EFES °F 50
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ﬁir}o&x&im{n R
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r9L'
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[0045]
[0046]
[0048]

FE2 9

Es
=

i.
l,
~a
A+
)
ajo
)
Nlo

471 =o€ nps

L

L

A4

L

Fozye guel AA
=

A AR E A,

=

=

o] &7 (a)ellA

i

25E A7
R A

o]oj A,

(a)ell A AH&d 4= 3t

o},
o}

A=

2 oA A RhA

p

w ool e AgE 54

2 AA FHelA,

[0049]

a3 300 o}
a#e 100 wlo)

L

L

HAI

o

SHA

kg4
[e}

7b 98 500 wholA® 1w mnk,
g 200 vhelA = wRk, Tela 7 b

L

SHAl =

o

oAz mvt, v nieEA

Ho

HAI

S

kg4

=+

0.2 &% w7, 28] 7}

L

e

HAI

o

=

7t AEAH R 0.3 FH% Wk, vhEF
FQ ZolAlE| o] E CHF,COK

3L

al71e) okoiz} b

L

ZHE 2,2-t0]

Al el el A

A

/\E]
KDFA:

[0051]
[0052]
[0053]
[0054]

CFgCF:CFz

I,

=

BEEIE

o4
W=
B

LOE:

HFP:

[0055]

) &=

pia

=l

2]
=

7

uE (10

3L
I=]

A A

-3

9 21.58 g H dH9FE 9

37.85 < 10

s

1)

33 A7)ska AAR 201746.3 Pa (15 psig)e] 4744

=

CF4CHFCF,S0:K

E
=,
[e]
=3

ZH (probe)
ks

hyA
3L
e}

7.53 kgo| gt} EAEZE (KS:05),

pH
71

A T o]
Ik,

5|
=

=

hvA

- H0),
°]

F 193k= (K805

ioﬂ ]::l' ’ CFZZCFZ
=

1.

gAlA o] AA el A ARG

B

R

ZE 1,1,2,2-HEGESF L 2B X o] E CHF,CF.S0:K

ZE 1,1,2,3,3,3-AAEFR

SIS

S

=3
1.95 kgo] o}satz

HFPSK:
TFESK:
at7] A
TFESKe

S
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[0059]
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[0070]

SIHS3l 10-2013-0103742

377115.3 Pa (40 psig)Z FAsHtt. p7l 95 Z¥stAl 2@ wizkx] TFE (8.91 ke)E 11AF &
TR, WSS 24l AA 80CTE WAHA vt WZeke Eek, ool AF TFE7F WHE-akal
o HF ple 12900, 7] ¥ av|stal AR S8k, 9A WEES WESe] 33.3 ke £
A AE AT F MRl 9@ whg goo] A2 o]3lo] 44.65 FTF%S] TFESK % 0.061 T &%
KDFAS gHrehs deEbliloh.  obshited s 2.81 3399 Ao AAHgeoy, &3te IS 199 311
mlo] A2 1ol AT

41 fo 2

AteR(884 g) &
AL 1) 7 A 7
QB Yol Ax

A2 EHET”E‘-OJ %% Zﬂﬂfﬂ% , A AlolaE &R agIdstt.  7HE I A (Karl Fisher) 4]0
o) glH E9] o] Y 25 mlo]A R w|gte] & wi7hx], EES 93.3 X 10 Pa (70 mm Hg) H-FolA]

HFPSK®] 3§14
& (2619 g) Zol| &3l¥ FAsbAE A= (333.5 g, 87%, 5.171 mol)e] &AS gAY S FH)E 3.785 X 10
S AR (1 A9) saeRo](Hastelloy)™ € LEZYo|H Y2 BTt QeI oln 2
2 oS AIela, AR 33 HASYL. QEZHSIHE 0 Pa (0 psig)® E7]|3 T, LEZH RS
Z718kaL, S0, (298 g, 4.65 mol)E =& WYZAZIWA 20 WA 25TeolA 1A3Fe] Aol AH H7lekad
S0, F7kel T2 Al el eEFeoln el b oF 18615.8 Pa (2.7 psia)dlth. A& FH7kste] ¢4
©] 0 Pa (0 psig)e] A atar MES AFHAoH; &9 pH= 5,993}
olo} A, IAZFewxTAA (HFP)S wwHslHA 21.2°ColA 351632.6 Pa (51 psig)d +=E7kA HA7lekqich
(20 g). S EZHo|HE 41F9 A AH 80.0C (351632.6 Pa, 51 psig)®E 7F23Atk.  o]ojA, uk-$-7]
ol S HFPE AME3}9] 448159.2 Pa (65 psig)® Z7FA 7], & 410 g (2.73 mol)<] HFPE 6.78A17ke] 140
A A7 ekt
o0 g, *53311 °o|HE 57CE 7kestal, AEES #4843 Qo= wEadrt. A= plE 6.39 (46
9. FNR B o] Aol 0.825 mmol HFPSK/g (22.3 F%%) 2 0.0168 mmol 23%/g (0.098 E%%) <
Cis iy LPE‘rLHMB}. AGE AAE 3709 190 mn X 100 mm ZAS} T4l WE i, 49 St 99 U] 105TC
ol AxAFATH. AAHE Hxd = BAELS 982 g9 Aoz AFHAU.
A 1
of AAels FgNORFE ] Flol] ofs) TFESK olHE SrjstE R E olHES A e A
e 37 Foube Zgkamoe] Z1AE mwkr], 1C D(well), ® ZA HEH dZ4dW $F571E FulET.
Zob2AE X TFESK (482.2 g, oF 10 3% FAZES TdH) 2 ofE (2,180 o= F4
7 Eot 40 WA 43CE 7HDsiint.  olojA, &3

Ll
1=}
i
ol

!
X,
>4

S
Re.

L)

H
Ll
=t
oftt
QL
kl
w
S
S
( =
o
=]
o
il
=
rﬂi
ol
kl
w
o
>

O~

o] g% ofztals AFadt. ZY Ao BHE TAES 200 g0 olAECE AHET. mAS HFA el
SR8k, F= WelA HAzEA star, olojr B oA AXRAA 57.0 g9 oHE-EEA uAES AFTEA
b §He oyl s Aol E(Celite)™ o3} BEA(filter aid)E B3l AMstdrt. olojA, A FH
3 oIS FAH-FEAA WA A ARA 1A (450 @)E ATEF o, o]F 102TCHA AA-HAH &
B WellA] ekt g,

AZAF 416.3 g9 TFESK o}AlE uslES A T3t TFESK ofAlE &visltE (31.2
4.4 FZ909] oHNES
] 3

gf3h o] AES Wk ukE zhe vFA el ¥dd. 2 (30 mL)S #H7skar, TFESKS
Aol galAlA wWi7hx EES wubelal; 7 10 nLe 28 HUbsta, £98 onsigd. T3k ojuds
~H¢lgl~ 7 Edo] Y= Bk, o] EFo]lE 18.5A1%F B¢t 100T=E 7199 AA-HAAR QB(7)eh) U
of Yol £tk EdelE Aua, FFES AEHE s, Edols eEo® HEY ¥ 3716
AZF Eok 106°ColA 7tAateln.  3)4¥ TFESK (28.6 g)° H MR 5418 v Fagke] o Eo] AUZ o

EATe YepA.
Ao 2

o] AAelE obdE F

i
o
o
2
&
ofo
2
o
il
-z
n)
lo,
ol\

ol o3 & TFESKE AASt= AL Hosd. 2 L 37
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[0071]

[0072]

[0073]

[0074]

[0075]

[0076]

[0077]

[0078]

[0079]

SIHS38l 10-2013-0103742

Sk Zekaad ZIAA wRby], g 4, 2 5718 skt 5719 AR E AA-wAE HE
2o AZdstt.  ZEAaE HAeEd ured o] Ax¥ % TFESK (166.17 g, °F 10 3% SAAHS
FHIHZ T AAZ HRGE Fol, oMAE (876.7 g, 1108 mL)S F7betal, Feh=aE e vz
Hgatolek. WA E3HES 20.5TCA 2413F Sk 300 rpme= ARFaEGITH

olojA], £3ES A3, BifH LAE 3 THe OMIEOFL AlFatgdek. olojA, oS iy wyk ul,
gAY 4, 2 1 g8 F8&7(receiver)E THZI BAR FF J=F FHE 2 L 3T Tuty A Y=
At OMIEQ ok 35T XE 4 = &= A}%o}oq 41.86 WA 42.13 kP (314 WA 316 mm Hg)ollA =

O I~

HrA2HE ZFHIUTE. 736.4 g THES ST T, FEVE HEH ¥, 197 g9 B8 FE=A
A7k, TE 9 FE 257 Zh7F 43C @ 39.7CE F&dhe] wal, 41.33 U1A] 42.93 k(310 WA 322
m He)ollA ZFHE AAstgon; TE @ = £571 247 76.3C 2 56.0CE A5dd o, 37} 358.8 g
o FHES FHIY. XE YEEL "HISAY, uAls EAEA s

ojAl, XE UYLE (323.1 ) 2719 zEHAF A~ % EFo] R FErt. EFoE 121CoA FAA-wAH
B U= ¥dul. 20.8213F ¥, Zhzhe] Edo] o mAle] nA Yol s 2vlEEE dasgitt. EdolE
27} 25.8A417F Eob 120ToIM SBow mEd ¥t WA AYE (1435 ¢)2 H NRI 9]
wAEem, 0.021 F3%2] obAE (21 AR/ g drehe AR AT, o] ARvhE 1
o ot AHES FALe B3tE, Oﬂﬁ‘rg, BESIE, ofdAld, "k, 3k, Ak, olAEAE, X EAF

II

PAPA 01 3

o] AAlelE olHE FZo| o]o] FgdogRE ] Futd o8 X TFESKES AAlste AL Bolzt. oy #
7] 23vLE e 22 Y Tvte 2~ 3E 13.2 L] ofAlEe R TSIt 2.00 kgo] & TFESK (W&
H onpe} o] AxE)E AH3A wEkshEA 247 ] A H7PsIGd. ERES S A1 Bo mdbslu
SERE AR, EES NS Agfo]E™Mo wl=g ¥3eteE T5 ZIslE "UHE 5 oysie] £H

7], ® ZglolAl dl= ~E(Claisen head still)S #H]3F 12 L Tulet Zt2a
=, it ABAE Zepage] Hrtelal, XE 2571 93T =Y w7hx] ofAE
S Al FR/ AAUT. SR/ ARES dgd nAQ A EFIAT. olE 34 A v EZREH
F 5

R
=3 getar, Azfo]E™ ofi} AR vid T5 veA TIstd AEE S S oldste] 11.9 ke
=ne 1A gao et H 2 F NR 342 2.7 9] ollE 9 49 £9%0] TFESKS vFEiglch.
HI B (turbidometric method)ol &3k o] galo] e ojzo] gakzZtg Y 68 viojlara#s IH3S
LHEFA AT

2
o

o (11.88 keg)& 2709 ZHE 2 Z Edo] W2 Ra o8 WA dAxAZT. 37 #Hxek 3 110
T 9 oF 39.99 kh (300 mm Hg)ol M AZAIZ Fol, Ma uAE ARt HNIR EAol oF MEo BA
< obAlE FHe] 0.0045 TF% (45 mlola 2R/ S eIt AE AAE F7F 19413 < XA
5.096 kg TFESKZ A&3titt.

Hlale] A
o] Lo o}FALF SR N RIE ] TFESKS] AAASE nojFth. 0TolA9 & S TFESKY fars
25 THBOI AW, 2 M K,S0; &9 WellA ol ©@x 1 WA 2 FF%ol, A K.50,9 &ams vnsd %9

F#sich, wEkA, TFESKE of3hited §do 2 Aoz HAA a3t
1.5 M =+ 3.0 M K.S0; = TFESK®] ¥3} &aE AxstaL ALgste], AAASI] o3 8-3 gl o g HE 9

WESKSl A% ©2% maaigith. o% g% WaANym, oddsigon, o Aoz ® 1o Uehd v}
s ol AR et

>
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[0080]

[0081]
[0082]

[0083]

[0084]

[0085]

[0086]

[0087]

[0088]

SIHS3l 10-2013-0103742

% %

Al¥ moexn TFESK  TFESK

5
e Ks0,  TE S %Rl d @de
1 3.0 72 92 8 2 A8 98
2 3.0 96 4 AE LE] 2] A _ﬁi(cmp)
3 3.0 50 98.5 1.5 LG WrhA 7] 31 i 8 A g
ol# Aelzg B AT
4 1.5 36 96 4 22 e
5 1.5 - 96 - AE 42T E e o3 Ao E

5 A

6 1.5 - 96 - Al s ZEE e o7 Aol aE

BE AR

AlE RIS 104, 3.0 M o3 E &S WAL AqFeqitt. HAdE TFESKE Feta BAsglom,

ol 8% 7] A& TR AoE AT, FA odHAS YAAA AAEY A2 AF5S AFAFHH;

o] AAHEL 4% F7] 9L FHatdrt. AP HE 32 WAE g9 IS £=43 ANES ATEA N
o 3teko] o] B 1.5 %L K

7 AT AW oA, o W Ee] oSRIZES Agaglen, 1
ool TS st A2 olol AT, FEh A SOkl S TWISK) ol AT A% A
oA k. WA, A

O.u
Lo
é
L
roh
=
[e9]
w2
=]
lo
)
Ak
rlr
=
o
M
1o
o
N
to
ult2
e
tlo

of Hlale|= oAl EomAES] TFESKS] 3|45 RolFEvh. 5 2y 39 dute okl 71414 awky], 1C
4, 2 Zda wEed ddd $F571E8 rlelt. SekaaE X TFESK (482.2 g, oF 10 $%%2] b2

[o}
o

gel) 2@ obAlE (2,180 g)o® FAS Y. ZetxaE W%Etar, 300 rpmo 2 wHbElar, 3.542F Sk 40
WA 43CE 7tdskelt.
ojojA, EFES AFste] g3 AR S AFalvt. ZE Aol BiE IAE 200 g9 oPHMESR A

' ll<

TAE WA Ul FHHA, FE el A A=HA B, oloiA szﬁ el AEAA 57.0 go] opHE-
4 nAE ATHAG. G TS AT EM o3t nxAE Fal AolAsdt. oloN, 4HH F
@ olaele 0-FuAA WA wAl AP DA (450 9B AFHACH, ofF 102CeN Ax-PH

pul

of 3
Boueln Eu AZEAA 416.3 go TFESK obHIE gujshE %—swu} MR EAe o] gyEol
5
1

O

of mr L

Bisl oM BATE e, ole Gmlmads BAe B09, OB, 0 duEe
% WDUE YERIRE, o AT MEE 106 A 112Ce1A 224

el A A7 2 A 2 H MR HAL o] WA 1.59 Fakwe] ol MES i

Pﬂ“ PO

A 10 vholA =R %

ﬂJ{N‘

[

.79
]_
B¢ F-HAE 2
ERf A
I ES SR ARSI RA T, o]ojA, FE F oy @A Hol BS FAARA AL
A F2aFF] ofAEe] AE Y l EAEAT. olHES SulEA ARSI, oA, & F Ty %74] %i
of & F|MARA AMEE HAld] 204, AAEC] 0.021 T oMHES Ifde AR FAH A,
weba], AgEe Sl LAES A7) Y5 ofA|Eo] ful=A AMEE wo B9 Algo] Hasi),

=

re

£
.ﬂ

7] o] 1ol M=

o
=

tl >\‘ i m>

EAse] ofAlE F=oll o8] & TFESKE Ak 2l Holdth., d® vpeh o] Az
TN =& Ffohs cHEeR FEFomM &% HFPSKE A3tk 7IAH awr], da
| A% HaFVigrenx) HAHA, R FEl /S wAE G 12 L 3 FEhaAE & HFPSK (982 g)
T (ERHOoRNE, 5476 g), W = (Fol&3HE, 56.3 9= FH&Alr. TS ALolA 22%

ekt FEhaAe WEes 23] odsta, HE odels A SEVIE AREste] SEAA WA uAR
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[0089]

[0090]

[0091]

[0092]

[0093]

[0094]

[0095]

[0096]

[0097]

SIHS4l 10-2013-0103742

SATE. o] AHES 20417 EoF 99 X 105CoA Ai-HHE S8 oA AXAZT (720 g).  H NIRel
gk o] ANES A °1Zi°] 0.026 2% olAE (260 nlola21#/g)S &3S e, ol =

o ol @ ahEel FEsh 10 pnel AE A vwele Ui
. A FEE 349 ppmél Ao R AAL).

/\1/\01 5

o] AAjdl= oAlE FFol olof oL 3| A| E Eeo] EAslolAe] TRl 9d] & TFESKE AAsts A&
RoEg. 7AA gt 9 Y SE7E FH|E 1L 47 T *E}/\i % TFESK (90 g, 0.41 mol) ¥
Aok 57 oFHE (600 mL) 9] EFEZ SH3ET. EFES 243 B9 nNEIEA 50CE 7Fdskal, o]ofA]
Aglo]E™ st g F3 JdF-ojFste] 584 KLSO,E AASGH.  olofx, o#dE 7[AA wdk 30.5 cm
(12 1A AR vjaF/F A, 2 Jd¢ S5V F2E SF 3= 2 1L 58 Z82358 M) ARs &

gz AT, AL (150 mL)S obAlE 3 TFESKS] &Ro] H7lalqict. olojA, XE 2%Z 100CE
ST e wet, olMES di7Idel ] FREA oW 3aE FRES 476 g (602 mL)Ql AoE HZFH Tt
olo] A, B (25 mL) & o-xdd (25 nh)S SF XEO Hrista, <fzhe] ZF (83.99 ka, 630 mm Hg)<S Al
ol Agaklrt. Aol ol A= oAl FHERES THRY. XEE HdR2o=m Y7
Al71aL o3sigiet. AAE ﬂxﬂ%— 247171 2 go] TFESKE Al&3ith. NR 242
0.025 2% (250 wlo]a2IH/g) oblES YERNR T 344 s 40 vlo]la 213 /g wRko| AT,

/\1/\] 01] 6

S
\>

= i
g

o] AAjof= WgE FEd olo], F9 H7F §lo] o-AdA: S| AA e EAFtAAY FHol o8 = TFESKE A
Asts AL By, 7|44 whk 9 W4 S5 FH3 1L 47 %‘%BW —é—i}*ig— % TFESK (90 g,
0.41 mol; °F 10 3% KS0.& 73 2 Al &5 WES (400 mL)E FH3SY.  E3ES 2413 &<

o) =
bskal of wske] K805 skl o

S0CAA atw 114, ejshel S 027 (200 nl)3t @7 Fupe Sebs
A Uz v ¥l ojojA, ERES tVIdlA SRt WEEs AT, WEss AT F,
E2 Aeom WAL, 448 TFESKE of 3o O]oﬂ o-Ad Ao g RE] 353G, TFESKS 24417 <t
& 71-2A1 7T TFESKE] HAE THS 79 goller]: Y T2 40 violmazaH/g iRt dEld
TFESKO] 1H NMR —Er 12 o] Zo] < 0.20 TF%Y] o-ALAEL FHE

re UehnRen; Waee BRE g,

o] dE olANE/AYA EIEERE Y TFESKY 345 ®BolFth. = TFESK (¢F 10%9] K.S0,Z 3Hr3h) 2 A
S5 obAlE (600 mL)S 71AE wukS Fu)3 Zetado] FAEEY. EFES 243F F9F 50TAA 71
shar, 40CZ WZA71a, o]oiA i,ia]r 1ETM =g B dF-odFste] KS0,5 FH-sIATE.  o]ojA], of o

12

S o-AYd (200 mL) 3 wigElar YA, 12 AA WO/ AHE AFESEY] gigdA SRERY. XE =7}
100Co] =gde u ZHE 2839, @—&gz , TFESKE o-Atd @ o 2 RE o}adt. Ae

i o
iy
>
E
o

9 FFH/3 T F4ES 53 wHESIGlY. TFESKE 37] &
oA FAZAZII, ool 10A7F Eok oF 88TCoA AA-mAE AET OB el Wol ot H NWRel] o
o] AL ‘we_ TFESK7} 4.4 Z99] ol ECZ Q9H NS

a5 opAE ) L oAl HAAE Apgalel F

oo} nluEte], Fuj7} obAEolal, BAAZ} o-Ad# B EQl AAJo 5=, NMR E490] 0.025 FH%e] o}
AES Yetdidler; 49 555 40 ppm PIRFoIITH. o7t wlgbEola, FAATE o-Ad A AA 69
A, d@2® TFESKe] #Ae] oF 0.20 F%% o-ALdAS FF7ES vehden; vegd #asx

T2 YR EJdHEE AL 4] 96

oo}
=

2 X

wEhA], ofMEo] fulEA AlEE o=, ofAEo] TFESK Z*% =2
o] EAjdler & FQ8 o] ).

AAe 7 WA AAS] 16

ol AAldE WEE F TFESKS] HAAE BAFEd, olu 34w e AesddEd. 7|A% ik N, &
71, 4 Y4 $F7)|E H|e 5 L 47 SRy Ea}*ﬂ Yol A, A&d vpel o] A=xd 650 g (3 mol)e =
TFESK®} 2 Lo] ¥ Weh&S wigdo=s =S AT, wRkste 5¢t, vhe E3ES 2417 5t
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[0098]

[0101]
[0102]

[0103]
[0104]

[0105]

SISl

olojAl 40T o)doz YAAHTE. E&A KSO,E AAY] flstd, Wb
Wk 5 ZYolE &t &(0ldershaw) A", % 1:1 7] &7
F = & 3L 47 Soug ZTepam gz gy
1 Lo o-Ad&AE H7lakd).
S 2 A AAA, 5 Aoz WZA7n

& ARvEIHI ] oJg B4, A 7 WA AAle] 16 Zzte] diE] R
Ak, 1 AT s7] & 20 EAH] St
Gy E‘r o] AAd W= AcEAIZT. AAd 72EE FgE deks 2 Y
om; Ao ZEFE] AAE HErE H 2} ‘Eﬂ% A e 9ol AEsHl o ;
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