CN 1600766 B

(19) e AR FNE ERFIR =G

(12) ZBREF|

NIRRT

(10) A ES CN 1600766 B
(45) A& H 2010.05. 26

(21) BiFS 03101470. 4
(22) HiEH 1999.09. 14

(30) LA E R
373972/1998 1998.12.28 JP
48446/1999 1999.02. 25 JP

(62) 51 IR IR IR
99119085. 8 1999. 09. 14

(73) FRWMA KLkt
soab HASKBRR
(72) BAA FRE
(i qIIE-3:4
(74) TRIRIBNAE IR G R ER BB R
THEAT 11219
BIR

BT R

KA L)l
(51) Int. Cl.

co7c 31,/38(2006. 01)
G036 5,06 (2006. 01)

(56) i bb3 14
US 4346250 A, 1982. 08. 24, SEjafs], A F| 52

k.

chambers, R.D. et. al.. free radical
chemistry. part 6. halogenation of
polyfluoro—ethersand —borate esters.

J. FLUORINE CHEM. 30 2. 1985, 227-35.

HER YR

BORIZSRAS 1 00 HEH 5 1T

(54) % BRRFR
FACEE R L%
(57) HE
ARREEE—FHTAEA (1) #RAT
il & — g BRI F A & A A E T 50ppm 28 %
PR P S AREE H(CFR'CF,) CH,0H (1) s A n
=10, RACE FE CF ;s n =21, RYREF,



CN 1600766 B m # E Kk P 1/1 5

L & — e Bl B 72, B8 M AP IR

(1) BB A T (D R AREA SRR

H(CFR'CF,) ,CH,OH (1)

Hrpn =18, RAAKRF BCF, 5% n =28, RAKRF, LK

WA SY P 2R EAR DA T 50ppm ;

(11) A% FHAT B R TRIR B L&

(111) RRZRBI AR M A — M S A QB id R )Z

2. AE A BRI AR IR ERE THOCE M / 80l a0 —ME Bl
J H il E R TR (1D KBRS V)i B -

H(CFR'CF,) .CH,0H (1)

Hn =18, R AR F B CF, ;% n =28, RAARF ;LKL

BAEASY P RERDA G T 50ppm.

3. BUOMIELSK 2 5 Bl s, AR AL G T 2 RRRY A S T 25ppm.
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aNELAHEAR
[0001] A HIE K E LA HE No. 99119085, 8 14 L HIiE

F AR Giss

[0002] A BHWS Ml & B (1) R mAREER 72

[0003]  H(CFR'CF,),CHL,OH (1)

[0004]  (HAMn=1H,RfREKFIKCF, ;M n =2 0,R REF, FridmQBEEA LA
BRI, PA T U8 AR AE B S A SN S B R B & THOEE R/ 8l R 2
() —Fi 5 B R A B i TP i Y

AR

[0005]  7F H 5% i % H(CF,CF,) CHOH(h = 1,2) I+ R d, H A K &F & & F o &
154707/1979 F1 3 [E £ H) 58 2,559,628 5t A T — Fi i W (IR &4, B H(CF,CF,)
CH0H (n 5 K24 12) , W] LR b fs FEE 5 DY 9 S0 A0 U T - Bl A A7 8 T 1T )
VAT AR

[0006]  {H, RIS A2 XS 1% 5 B 3R 1S (R S W () TR & W 1A T 25 24k, 415A )L 4 ppm
R W ZERIRR AR 22, 25 304 g T8 A BSOS 7 AR EIE T30
R/ BSOS IC R E I —RE B 3B Wi CD-R A DVD-R B Hili& i, 1445 Bid R
JoUE T BT UL 28 R R AR R e 1T AR R

[0007] A B H 244 FAE (D) B—FmACRE

[0008]  H(CFR'CF,),CH,0H (1)

[0009] (A n FH R WORTTH T & ) 5 iZHARELSE A EASE 3200 25 R R R AL SR
W s— Pl 26 BT UL SRR 19 77325 5 T U SR AR 4R D W R0 A 2 A JEASORI JE ST 7R I R
FRE RO S/ SO E R BIC R A S EE R RN B — A A
SEMCREE AR EIIE THOCE A/ BB i1 %2 8 Bl &/ i

ZBEAE

[0010]  AKRBH¥S KRR 1 ~ 20 I

[oo111 1. —Fhifil& i FAER (1) RRFACEE 72

[0012]  H(CFRCF,),CH,OH (1)

[0013]  (HA Y n= 10, R K F 8 CF, ;% n = 2 0, R K F) , ZihaiEE RS

VU I S AR B A 75— b B B IR AP AE B R, Horol OV IR A WAE— PP A7 75 T 8K

W P U R SR G5 — P i 5 14T 250

[0014] 2. 41 FIARSS 1 I i SO AREE ) 7 i, Horb iR a2 — A B AN T 2

[ pKb {E 45 .

[0015] 3. 41 FaR5 1 T SR il & A BRI 7 32, G v B i ) A2 ok <6 s e 5 B <
A5 M.
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[0016] 4. 1 Bk EE 1 i g SR) il 4 s AR (1K) 77325, Horb il i 16 ) R A S
A Al R0 S AL B0 BT AL R AL P K 2D — e

[0017] 5. w1 FIRSE | W g il o& g A R ) 77 v, e rp il i 2 i i A gl =X (1) 5&
ZNivE R

[0018]  H(CFR'CF,) CH,0H (1)

[oo19]  (JLrR R' Al n anfr i i e X ) HA A ST 50ppm ZERIERD -

[0020] 6. 1 FIARSE 5 T S il es A R 1) 5 v, e rp il g i ks X (1) &
7 R AT

[0021]  H(CFR'CF,) .CH,0H (1)

[0022]  (H:A R Fln WIRTHATE X ) HAAET 25ppm R RIERY)

[0023] 7. 1 B3RS 5 WET E il e& AR 1) 5 v, e rh i g i A sk (1) &
ZNIUETR R

[0024]  H(CFR'CF,) CH,0H (1)

[0025] (A R Fln WRTH AT E ) HAAET 10ppm R RIERY)

[0026] 8. 1 LIRSS | W 2 SRl #& AR R 77, Horh i B 2RI 2 1k B ROV 51 &
3], FAN AR P2 s A A A >R

[0027] 9. 1 3RS 8 W & IRl #& A REE (R 77, Forh i B SR N 7E IRONAR AT B
ALY 10 /N IR —Ff SO 5 | &) o

[0028]  10. 40 IR 8 Wi & SCI il & S AREE K 77325, o 19 B s 280500 — Rl S .
[0020]  11. 4 F3R%E 8 T fr i SR il o8 s AL (0 777, oA () B B SR 8 — U T R 4
) R T R R T ZE R B IR A T R 4R —2- SRR

[0030]  12. 40 B3RS 1 1 e SOl a8 s AREE 0 7775, o —FiiR 2 A 5 B 2RI — &
fiiH

[0031]  13. —Fp il FHIE (1) FoRBIRAAEE,

[0032]  H(CFR'CE,),CH,0H (1)

[0033] (HAMn= 10, ,RMAKFIBCF,;%n =28, ,RCRP, ZHRAREAEARET
50ppm K75 KRR o

[0034]  14. 4% FIREE 13 W AREE, i s ARE 2 R B R WA = T 25ppme.

[0035]  15. 4%ZHE FIREE 13 WA AREE, 2 s AEE 2 R B R AN = T 10ppme

[0036]  16. F&HE FIRES 13 TR S AR, 1% R AR AR AR rh RS (190-300nm) ANy T
0. 2abs.,

[0037]  17. 4z B LIl 5 13 I ) AR, 1% A A1 AR B o (R Wl B (205nm) AN =y T
0. labs.,

[0038]  18. Fiz M ik 2 17 I 1) S A B, 12 R AR B A1 TP I A g Wl BE (205nm) A i
+ 0. 2abs.

[0039]  19. Lk 13 T ) s A H T & FEARCREE S ARz i Al b R0 TR0 S M/ 88
BEIE SR Z B — M E Bl B il .

[0040]  20. R A FEMAER IR ERE THOE M / 8aid s Z M —ME Rl
ARG P RIS R A EIRER 1 T e SR J7 VARl T )0 (1) B s

4
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[0041]  H(CFR'CF,) CH,0H (1)

[0042]  (HAYn = 1 B, R ACKFBICF, ;2% n = 2 0, R RE F) 8UH BREE 13 T
XA (1) B

[0043]  H(CFR'CF,) CH,0H (1)

[0044] (A n =18, R REF B CF; ;4 n = 20, R RE F) Hlp.

[0045]  7E4% JEA R B 45 72, LU & T VU IR S @ 8BS A I I A R . O
MR KLY 40 ~ 140°C, RN R KL 3 ~ 12 /N, RV IR JJ A RZ 0.2 ~ 1. 2WPa. %
SN AT DAAE i e S Rk G v M 28 P RAT o 1 ROV R G ok B BRI T AR AT
1t

[0046]  7F [ N5, W] LUK Rz Y FF A R RVDTEBAEAE Pk — 2 2818, oh, 7R
MRV & H(CF,CF,) ,CH,0H (n = 3) B H(CF (CF,) CF,) CH,OH(n = 2) Z% K OL T, Pk
[ iz BUB I 2 sk 2. B Ea X (1D RwE:

[0047]  H(CFR'CF,) CH,0H (1)

[0048] (LA R'FH n WIRTTHATE X ) 1R NIR A Y)LE— PR A7AE N U-T 2808 sk 6 12 e Y.
TRE W 5 I i fa AT 2508

[0049]  IIAZE| Bk R NVIRAW T EE ERIRA WAL E R 2 BA A ST 2 ) pKb
{ELRI B 3o 6Bl 0, i ok 4 i T 36 40 PR R N . S TN R BT R TR E e R A
FALY IS AL SR AR SRS, SRS, AR, A AL, E AL BT
A K o B KT AT A AH N T T B R 2 TR IR S RS, B £ 0. 05 ~ 1. 0 JBEUR, AR
A 0.1~ 0.5 FER,

[0050] ik PRS2 A A A5 AE AN IR ik <5 8wl - < e ATk 7R 2 RV ik PR S, 5 A ik R 5 Bk TR
BRI DL DR B DR IR PR L DR IR AN B PR LB 55, LA RS AR A , SRS R A K . (i
YRR SZ A 2 — A S I I R B A 30 S0 T T G A IR, 40 HIE , T AN 2 15 0 5 3 % R 1)
Wi

[0051] PRS2 AR IR A FH = VA2 A e o) I PR o » {HL 356 T P K DU 980 & 0 BXO/S R TR 0 » T A4S
£30.001 ~ 0. 1 FEIRIIBRSZ A%

[0052]  fE & B HZEIEER B H 3% & A0k, W DS Ak B B R 5 1R ) ERAM B RTEEE BT 4
B R A Rl 24 B IR R ARG, T DU R, 4, ok B A s sl B R AT 2
AMGe B HZEYE A FBEN, T LU, i 407E 250 ~ 300°C 2 MMRAL . N5 R RS
HAIR T S, 3 ARG R A2 A8 P AR SONARLEE R 232 3 8 R4 10 /NI IR s A 5 | 25 o
[0053]  ARIER) A IR AR TR D( T EdE4 ), T 5 o( CRAUT it 4
12— CFERE ) AT AR T CRRIRACT JEid A S I 2R IR ) o T8 25 T /R VU 9 S A B8N
BN, FTUME 2 0,005 ~ 0. 1 FEIRII RN 51 &

[0054] 4% HE A< WY T R4S ) 984 R o R 28 R e AR ) () 8 4 50ppm 8358 70, L% 25ppm 5§
Si/b, AL 10ppm B S /D

[0055]  ZERBRARWIET] H T A 5iEE . BRI EAREELE 40°C, 5mmHg K45 4F T 28 & IF
X% AR YDPEE , B2 T 3 W1 HCF,CF,CH,0H [ 3 & ppm K 7R

[0056] 4% HE AU BT 3R AT Y3 20 (1) A gUA QI A T BE A A 205nm AR R SR AS i T
0. labs, Lk —0. 1abs BUHEAK, SEALLE 0. 2abs BUAAK. 78RR RSN TS A 1 2=

5



CN 1600766 B WO B 4/5 71

FHEE (1) BRI 3 Z T AR RS W AE AR G OF DL AR 4 2 I A AT I &
[0057]  FHEAS R B B ARER “ B A 7 NS et (1) WAREEZE K R 1K &2 A
1511 50ppm, PLILEAS = T 25ppm, BRI A & T 10ppm A1/ B0 (1) A A EE A ) 28 AR
(205nm) AT 0. labs, LA E T 0. labs, FALIEA G T 0. 2abs.

[0058] A FEMCRIEE AR A FEMR IS IO E R/ B80S i 3% 2 B —Fh s Bl %
AT L I GRS IR AR S A AR R B B =8 (1) B S AREE I — s )b, ok &
A P it WAREE (1) RS, B35 AT — R0 0 R AR, A5 A 1S 20 1 G B v
IR R Z IR B B A T SRS — AP B PRl SR E AT #iliE . Bl pger)
ARG T Gk R GOk) ik i W e R MR IR R YL k)| £ & IS (squarylium) Bk}, BEIE
(azulenium) Ju} HEMy Gekt. eiJf 2% (indoaniline) Yuh, =2k P L gubl | BEYR} . B #h
Jokh, —HilE (diimmonium) JLRLAIE EEGW UKL, F T IEAR B OB 5 B Rk S 0 12
Wi 28 S AR R FR s BRSEU T B TE BRI BRI R R L0 56, UL R A .
T CE R DI BERURS S R B il SR S W, T DATE I SR R 2 RIR L R R
BARERM / S IR IL R E BB — 2R 2

[0059]  #ZHEA B, W] LA G MU B (IS A b AN % iy, 8 FH T8 & A JE ORI 37 76 1%
FEMRC RIS THROCE M/ 8OEd R 2 R —FE Bid &/ it (68U CD-R, DVD-R 4§ ) Bk
FH TR B9 6EOM B 3% ) HCF,CF,CH,0H, H (CF,CF,) ,CH,0H F HCF (CF,) CF,CH,0H.

[0060]  SEjili A< B I fe A 7 2K

[0061] T~ [ FY S T8 A 4o A i B R 3E— 28 I TR 0 A

[oo62]  sEjifsl 1

[0063] 4 HEE (2 ), BT B Sy (45 ) FERIRES (30 52 ) MMARIEHEES.
ERESB S SH )G, B VU3 £ 5A BL 600 5T / /NI IR AR IR B 51 Nz R b 1l iy
TR ) 23 45 HIAE 125°C A 0. 8MPa, i S VAT 6 /N

[0064]  VAH1JG, ¥ [ IR -G ZE 1R 25 H R, AR J5 2518 H (CF,CF,) ,CH,OH (n 4 2 B 5 /=y 1 4
%4) 13 3| HCF,CF,CH,0H %4 (1.2 F+) o HCF,CF,CH,0H Ty I 25 1R 7% R W) K 294 600ppm Ff
HIW W (205nm) 4y 2. 0abs. BAESAHERE / Jiik (GC/MS) 73T B & A % Pl 2 %
Jtin HCHO | HCF,CF,CHO . HCF,CHFCHO . HCF,CF,CF,CF,CHO, HCF,COOCH,CH = CHCHO. HCF,CH,CO0CH
= CHCHO. HCF,CF,CH (OH) OCH,CHO.,

[0065] & LIAIR G K2R P RA T R U AR &, 28185 R AR (205nm) (1)
T4 o

[o066]  [n] T 15 2 1) HCF,CF,CH,OH % {7 (1 F) " 28 % 1y FF B4l 1) R s v (30 ) , I
PZIR BRI 2815 2N A A 2% 1) HCF,CF,CH,0H, H It i $:43 (1) HCF,CF,CH,0H
K28 R ARY) AT 10ppm, HURILRE (205nm) AT 0. 2abs,  FIREEFIEAK T GC/MS [
For AR PR

[0067]  GC/MS [T 4&/F I T -

[0068] 1) 4% :¥4H DB-1301

[0069] FHJEJER :1.00um

[0070] A1 ~F :60m X 0. 247mm

[0071]  2) 3 i 4At




CN 1600766 B OB P 5/5 71

[0072] % (He) #/X :200kPa

[0073] =X :40kPa

[0074]  H, :50kPa

[0075]  YRFZ :50°CLRE:F 5 4380, FLL 15°C / BRI LR 2 220 CLRFF 15 48

[0076]  VE5T IR :200°C

[0077]  SEjifs) 2

[0078]  #f H(CF,CF,),CH,0H(n = 2) 20 73 BEAT 7315 LA 18] e 1 (CF,CF,) ,CH,0H £ 73 1 S i
B 15 VR Z AL R ION B R, SR IR S AR B AS BI R AW AN = T 25ppm [
H (CF,CF,) ,CH,0H.

[0079]  SCjEfH] 3

[0080]  f2 HE S 1 RYAH [R] (1) 77 V2 3R AT S N RN Z& iR Al Ak, BT A R 1102 FH 7S 980 8 4 A O
VU 475, 45 RSB B R KR AW A F T 25ppm FI4E 4N (205nm) AN S T 0. labs K
HCF (CF,) CF,CH,0H.

[o081]  SEZjfsl 4

[0082]  “F&4nsiidsl] 1+ BT RIS I AEARATAE T 1JEAT 2508 2 /T 1) HCF,CF,CH,0H 41 43 S 480t —
AT K EAE T LR 2 HE o g5 R IL A EIE2ER 2 99. 974 % ~ 99. 5368% .

[0083] MBIz AR 41 1) HCF,CF,CH,0H 2H 73 Z5 1R, 15 2 B 28 KRR R WA =i T 50ppm Fl
KA (205nm) WA T 0. labs [ HCF,CF,CH,0H,



