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K



[0075]

[0076]

[0077]

[0078]

[0079]

[0080]

[0081]

© 549 7149 A9 F7IstlA A 4=tk AEE AAELS YR & AA 9ste] ke
Az AEE A3 P gsle] AAE ¢ AW ZED = dE A3 A Fe ARES T3
L od E B9 g@5ased ot aEa AP FAAA Y HiA oz HF Ho|Zeo] go]dk uky]o|
oate] Y= HvirAd ZFoR3AE daES ¥3stt
2 A] ¢
B AAds ax] gAE EHoR AAHY, HFE Ao WS AgEua s Zo] ofytl. Ao
Uz WA BRoMe BE B ¢ 6] 5 EWHI ddo] gl I FHS VFoR I,
oFo]
BA Fe ol ol E, st JAAANFE W) AAjEE
C.Hs0C(0)CH=CH, Alzm dEEA|
ABP oY Al =, vl 58] Al4,847,18759 7)A€
CoH:COC4H, (0)COCH=CH, npeh o] g
HFPO‘7‘DHA C3F70(1C3FGO)5CF(CF3)CH20C(O)CH:CHz —‘;“%—8}}5‘ B]"Q’]' Z:l—o] }\gxgé}
HFPO-9-DHA | C4F,0(CF (CF3)CF,);CF (CF3)CH,0C(0)CH=CH, F&3te vpel o] WA
HFPO-7-AEA | C3F-0(CF (CF3)CF40)5CF (CF5) CONHC,H,0C(0)CH=CH, Tl nkek o] AAE
HFPO-7-AEMA C3F70(CF(CF3)CF20)5CF(CFg)CONHCgH]OC(O)C(CHg):CHz ‘?‘%5}'% H]'Q]' @'01 *ﬁ*é?}
HFIPA (CF3),CHOCOCH=CH, Alml 4=
3-PFHA (CF3),CFCH(OCOCH=CH,)CsF; ulZ E3 A6,649,71959] 71AH
vleo} o] A&
HFE C4Fy0CH; nZ WU AESE AQE Zo] 2A
st 28 Asy
EtOAc oﬂ% O}A‘HEHO]E; CH5CO5CoH5 /\IZH]' ?:_}Eali]
VAZO 67 NCC(Me) (Et )N=NC(Me) (Et )CN ul= dakgo]FE gEe] &A=
T
FOEA CoF ominyCHiOCOCH=CH, n = 6, 8, 10; tlol 71
nmrol]l &8 H+ 9.2
MeFBSEA C4FyS0,N(CH;) C,H,0COCH=CH, n|= 53] 76,664,354 2] Ao
19 7] A8 v} o] AAE

CsF/0(CF(CF4)CF50),CF (CF5) CH,0C(0) CH=CH,(HFPO-DHA) &] A %

30 g9 NaBH,(ZZ=2%]), 50 m¢ HFE 2 400 m¢ F<= tiulEAJoge] nhtd E3ES 6 AlF 59 1,000 g2
CsF,0(CF(CF3)CF:0)sCF(CF3)COOCH; 0.2 A gl dlo] o] whaalgi o, E3ES 50TelAl WA wwketgict. W

74% ZIES 24 50 ml MeOHO| ©]o]A] 75 ml 5% HC1Z ZAENA A, S 4 me HCIZE Ads wx
F doiwttl. 300 mee] E& Hrbet &, A Alole] IR WM uYPES AHsta, s TS ~ELHE A
3le] 931 g9 CyF;0(CF(CF3)CF.0)sCF(CF3)CHOHE A ¢lth. 150 mée] HFEZF9] 322 go] A7) &2 2 38.9 g T
olrxa ool (LX) MG 25.0 g9 FsloladzAd(L=gx)E A7l HEste] WA nFPEo| I
AEAJr. o]F 50TCoA A mukstar, WZhA 7], 4 me] &, 5.0 g9 K.L0; 2 25 go] Ao Az A

star, Zhzre]l 7 Afolel A ek 2 AIZF Bk tiv]Elth. EEES oFsta, ~EW Ao 297.5 g9
HFPO-5-DHAS AT},

N

HFPO-7-DHAS] Az

ol 7] olzE=et Fde Ao R AlZE CF0(CF(CF;)CF.0)CF(CF)C00Mes ZW EHR 3l Ahxow

CsF70(CE (CF3)CF»0),CF (CF3) COOCH; (HFPO-C(0)OCH;) ©] A 2=
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[0082]

[0083]

[0084]

[0085]

[0086]

[0087]

[0088]

[0089]

[0090]

S=501 10-1290491

Wato] °F 5.80]aL, W #AEFFe] 1,211 g/mol?l CsF,0(CF(CF3)CF20),CF(CF3)CO0CH; (HFPO-C(0)OCH;) &= #38 F
o o3k g} A m= 53] A|3,250,808% (Moore et al.)ell Birgl wWol] &fsfto] A3 = Qdrt.

HFPO-C(0)N(H) CH,CH,0C(0) CH=CH, (HFPO-AEA) o] A =

HFPO-C(0)OCH;(Z, Mw=1,211 g/mol, 50 g)& 200 m¢ S+ vl Zgta=o] YW, Zg~3aE das AAs)
3, o @ojx 50T olFtE x5 A5t A7) ZetAaFo 3.0 g(0.045 mol)e] 2-olv] o EleS A
7bshick, Wk

Ol wE ol sEE wmEe] ¢hd AAo] UEE, 1,710 an oA 2§ olul= slEnd Al Ezﬂﬂ UEY
g, WE t-5€ JdEEWIBE, 200 m)E ¥ EgEo] Hrlsta, 7] A4S E/HCI(YF 5% R 23] FE3}o
plekg ofbRl Bl wlehE&S AASIGITh. MIBE $& MgSO,= AZ=AIZlTh. MIBEE ZHshstellq A|7ste] whe 374
o dAAE AU FdA CH) 827 29 EFsOR) 2 AA EFSH(IR)O]  olake]  HFPO-
C(0)N(H)CH,CH,OH(HFPO-AE-OH) ¢] &4 Z-2lsgith.

47 AAdE, HFPO-AE-OH(600 g)& 714l uwlty], SF S%7], A7l Zur] 2, A4 714 F3d 949 5
2 ofE 7} &g 3% T ute ZekaoA old olAElo] E(600 g) anﬂ%ow(m 9 g)& Fslsich.
EFES Aa gr)stelA] awrsla, o]F 40T R 71gstal, Azfoladzd(51.75 g, d=gx AnZERE
A5)E H7F 2wy =EH Ea‘r*ﬂi °F 30 #3F #Arletdk. EFES 40TolA HHH EmAzle N S 2
EgEo] Aeow YAHEE &1, 300 Mo 2 N HCl =gHoz 3|Asta, B Z2ur|2 AT, F45S
AASL, od olAElo]E %—9« 2 N HCI9 T 300 mb FEoZ FEAHY. %, §7] A4S 5 5%
NalHCO; 8oz 13] FEA71aL, B A17]aL, MgSosgelr AZA7]aL, sl 3)d U7 S ALE-3
A ARG AZste] 596 gol A9 ST BAT. A () NR 2 IR BFte] ejake] HFPO-
AEAS] FA4E& Fslsitt.

HFPO-AEMA®] A=

HFPO-C(0)N(H)CH,CH,0C(0)C(CH;)=CH, (HFPO-AEMA) = (HFPO),~E} 2 Z & o] E ¢ &4 o] o) 3}o

CsF70(CF (CF3)CF20),CF (CF3)C(0)NHCH,CH,0H(2=9.5) t2loll  CsF,0(CF(CF5)CF20),CF(CF;)C(O)NHCH,.CH,0H(a=5.8, A}
2 1,344)5 UAgE, 2002 59 24Lx 2 EUH "=
2 AEE AR 710 A ghe) v 53
o2 A Z3}F ).

23 TEAE 2ot EFLRITE ZAHE R 9

=
EY
29 FH A 2004-007777535.0 71 AH A} §A}sE WA

Ao 1-2 9 4-14 2 H]we C-3

3171 & 1o AAE oz AAlE vk D Su(5)E VAZ0 673 A Hol Y, W¥E AL oF 35 23
AAS & S 60CoA 31 oA oF 24 AZF B 7MEste] FHAE AXSATE. ARES VAZO 679
A 1: 0.6 =% AAld 3 WA 14: 0.3 TZ%AC}.

¥ 1
AAd | EFLRoaAYH O E/HC F7W A1 Al (g) (=) (g)
ofz1 = e o| E(g)
1 HFPO-9-DHA (4.95) ABP (0.05) HFE (20)
2 HFPO-9-DHA (4.80) ABP_(0.20) HFE (20)
C-3 HFPO-9-DHA (10.0) ABP_(0.0) HFE_(20)/EtOAc (5)
4 HFPO-9-DHA (10.0) ABP_(0.10) HFE (20)/EtOAc (5)
5 HFPO-7-AEA (10.0) ABP (0.10) HFE_(20)/EtOAc (5)
6 HFPO-7-AEMA (10.0) ABP_(0.10) HFE (20)/EtOAc (5)
7 MeFBSEA (10.0) ABP (0.10) HFE_(20)/EtOAc (5)
8 HFPO-7-DHA (9.7)/BA (0.5) | ABP (0.10) HFE (20)/EtOAc (5)
9 HFPO-7-DHA (9.4)/BA (0.5) | ABP (0.10) HFE_(20)/EtOAc (5)
10 | HFPO-7-AEA (9.7)/BA (0.2) |  ABP (0.10) HFE (20)/EtOAc (5)
11 | HFPO-7-AEA (9.4)/BA (0.5) |  ABP (0.10) HFE_(20)/EtOAc (5)

_11_



[0091]

[0092]

[0093]

[0094]

[0095]

[0096]
[0097]
[0098]
[0099]

[0100]

on

EE55] 10-1290491

12 HFIPA (5.0) ABP (0.10) EtOAc (20)
13 HFPO-7-DHA (5.0) ABP (0.10) HFE (15)/EtOAc (5)
14 3-PFHA (5.0) ABP (0.1) EtOAc (20)

271 TRHAE Zeteld AP HA B2 PET Alo]E(2Ed AFGURFE d5)delAd 6 WA 25% sE= #8
Meyer 2E2 IYshaL, & FZ UV FA 7oA 2AAZAE. AAE 5& FTo] fo|Za vpEA7|AY
=, HFER AlAste] eje) vjde SFAES A7 e,

A+ "Sanford Sharpie, Fine Point 9 w}# No. 30001"2 Al#-=¢] #HS AlRsle] A= o3 nlas
FASATE. Wl dA v aE BAE W o3 mfAZt velE FElE FAASEA (S, 1 2004 "d") EE
Hlol= FEE FAskA XA (S, 1 204 "olH")E A3 fte] #EeET.
¥ 2
A Ao z7] 4= Hel= z7] #l w325 w7 &
P4 AR Y= HlolE A o7
1 o 4
of o
€3 oty e oy S
4 of Gl
5 ] dq, A3
6 of o, 48
7 l ol
8 of o
9 o 4
10 of o, A%
11 o o, A&
12 d ofy
13 o 4
14 o o, A%
AAd 45 AFE3E 23] AlmoA], 2% 2L 0.2% 52 FYA AL 9435, 0.2% FoA d R 2
Zo] eyttt
Al 12 7H ] FEFA Aol o3t AR FHA &AL wm XA ol MtieREel| AAlskE U.S.A.
FIRE HFAZFE AW "NAD2A"(S-2)2 4 71sst ulE St=agE PET ZE 7)Ao E=¥skgtt. wE 2
B2 F71e A glo] ARgsislth. o]y e IHE wWAle] AS-, §9S ASH AY tho] IH WHE AFEsl
steagd e Zxagit. £ SAAE AR VitE 8VIERH EEY §5% XUy 2 AR
o 52 FE, IF, fF2Ad oA tholE Fdte] dAVY wiEHES ste dH £7]9 UiolA I
dEs HAAA 2d3dh. FA] FEZE ARSI TholR2 Y &AE ASFSIGTE. &AS ATlodA JE
uiel o] 2 £ 1P E FLEE M, olF =EIEM IYAA T Hdx FA 60 mE AT, =
AL B9 TV i L3eA Ax&AIZ F, 50 ppm PIRFS] AFAE ZEE UV HMHE F3o] olFAIZATH. WV
AvjolE v vEWRE A A o] 2A8E F4 UV AJAE= mgoelE=e 600 9E HE A4S A2
star, Aol FEHoR AFAZT
EHE 3y 9 1z A4 e 2g

_12_



[0101]
[0102]
[0103]
[0104]
[0105]
[0106]

[0107]

[0108]

[0109]

[0110]

[0111]

[0112]

[0113]

[0114]

[0115]

S=501 10-1290491

1.2 ce/HE

do
b

hulp

)
N o
K
ot

Y T 4.1 32
A1 60 nm
B4 o8 &% 65T 19 1
65C 9 2
o8 Zol: 10 ft (3 m)

9 MES 10002 AAste] nZ3 2H QJa vlols P HAER HAESA, o
A5 9y dHo R nE s ¢tk 1 kg F of#e] FH £ HIAEA FHE 250 H 500 ofo]ZE A
g F oA HAEES GkEST. WAEA @2 A velm A 2 FIo HA= 250 9ol F &
o, FEZHS oJ7 wol= A T oF7ke] F3 500 3] viE T FAHJoH, ol ZFO T
ZIAAR WFAEE veldo. B OAA/AY/EH ASAE AEFE A2 3" AEelA
6

=
=
N
~

A7 Ut d59 #Ws 7tRdy Aerde sy ZpaAed oste])dl ARl AEe] go] Ths
& 7AA ZFAE ARS8 wEgew 95 tRdY HAESSY. AEdE A 10 an F A9E F4
ko] 3.5 spo]z/ze] SEE ZFsin, of7]4 "gojxehs AL 10 o] @Y o] omA] Aodtt.  AE
dejx= Aol 6 mel ARG ATH Vs e, T ®Wel ¢4 ’\E]r‘”‘jﬁioﬂ ofste] AdE=
= S7/R7I7] feke] 5 AR EREFS 7] A AFegiv. AH F2 vw RS By el A
e SEla ZrYzo] FiEQl Re-ofdgstE e AR "#0000-Super-Fine" o2 Jekal, e AE o
2 ARsY. 9l AEE Ao AAldel diste] HAES AL, o= LBtz TH T (g) R HAE
ol ARg3E gto]z o] =5 HAEIT

7] 3% 1o AAE gFoz AAlE dFgA] L Sul(E)E VAZO 673 A W Wi, ¥e A4 oF 35 23t
AR & WE ok 60CAA 31 Fx2ulolA] oF 24 AIZE &<t AAld 20 2 229 B9 ¢F 48 AF FUAA
RS ALstar 7tdste] TEAE A=A, AR VAZO 672 =S A Ald] 15 WA 18 0.080 g; A ]
19 WA 22 0.030 golitt.
F 3
A A] o ZFQoRotade ol E/ FAAIA(g) L (E)(g)
HC ola ¥ d o E(g)

15 FOEA (9.90) ABP (0.10) HFE (29.7)/EtOAc (10.3)

16 FOEA (9.50) ABP (1.80) HFE (29.7)/EtOAc (15.4)

17 MeFBSEA (9.90) ABP (0.10) HFE (29.7)/EtOAc (10.3)

18 MeFBSEA (9.00) ABP (1.58) HFE (29.7)/EtOAc (14.7)

19 HFPO-7-DHA (5.0) ABP (0.05) HFE (15.0)/EtOAc (5.0)

20 HFPO-7-DHA (5.0) ABP (0.05) HFE (15.0)/EtOAc (5.0)

21 HFPO-7-DHA (5.0)/BA (0.11) ABP (0.05) HFE (15.0)/EtOAc (5.0)

22 HFPO-7-DHA (5.0)/BA (0.10) ABP (0.05) HFE (15.0)/EtOAc (5.0)

AAE 15 WA 22 HFER 2 %% 1352 3Asla, Meyer RS AFgSte] 2 2 Ztol A glshx &e
PET AlelE(222]q) Hah)el mgstar, 7] 75l W Fusion 300 W H-217" g2 7]l ZAFagivt.

I/‘.E,_ Z~12~_7|:

FE HAEz7te] ZAS AAsly] o]Hol| IPAFOIA 1 B3 £o=7 wyltele IgS AASAT.  uF ujASA)
=3 A gld AASE AST Z2Y=ZRE AF WS VCA-2500XEZA 443 Hlg e A&7 47146l A
= ujAb A =S e g gt LAl WElxo] ZX ol AR RE Y3 o Ala¥loR o33k "ol



[0116]

[0117]

[0118]

[0119]

[0120]

[0121]

S=501 10-1290491

g AHgatel S AAAT. Bud ge AHe) $5 @ AS04 S 3 A ol AHolAe S
of Frgkole}, olF s E 4] ANSYT. AHe) Rt Y 59 AT 5w 2w, WY L F
59 3% 1A 3 welh
E 4
gl ojek g5
ERE] A4HC ) A8 ) FHC )

15 119 132 93

16 115 127 72

17 109 118 70

18 107 116 65

19 112 119 N/A

20 112 120 97

21 112 117 38

22 111 119 93

NAE £4E AAEA geinte AL o

D PN

‘T‘y

| wAFA =T oJFZE A
20008] ZHolA 2 7] "HE 7| AH(Z"EE

o rEAS ST, wEEe 2F] AR B AA FEAA HAE AAER A
A2A HolZE AA =Y o Fo| A=A SAX oty s AAA A, o]
«%ghﬁé%ﬂm%ﬂ— A7) Astel "ol A2 2 50% AUl FZollA 24 AIZF FeF FHFANEE 3

= HE 95 Thed &34 BH2=EV] SP
We 9= JHA $H9] 2.54 mx20.32 cm 2EHES 4 Ho|T R
b AZA(PSA) 7 ZHE HAE Elo]Zo] 1.91 emx15.24 an 2EHS
EYE AMEEte] FASISITE. 1807 oA V] Elo|ZE AAS=H Hag
élg90mmﬂm&6mﬁaQ@HJ%E%6+1£ 50 AAIEHGITE. 3 o] MES Z47te] AA 4 e
R =

ool

-

)

oh

, ARz AREskA ekeEd ﬂﬂE%ﬂwﬁl%ﬂTwﬂ@ﬁﬂﬂl,%ﬂﬂﬁxwﬁlwamogawﬁi
EJE AlgEte] AAre] wpalo =z wbg] AAES = , THA] 90 in/3(228.6 cm/E) 2 180° Hhy] 4=
A

)
p
)
o
Iy
oZ“L
(<0
_|_,

A A SAskeY. AdEE2 we] =9 s%a%lﬂﬁ»ﬂﬂﬁ-%a FoRFY txg HolZ A
AAsked dadt Pol thete] AR HomRE WIS AAsk=d B8 A o] wERAM Hus)
Hlate] C-12 2gel AU RRE 945 7Fed 31 610 HelZelth, 3 Al WIS A7 Aol
S48k
A o HhE](oF 90 in/¥; g/in) A 2= (2F 90 in/%; oz/in)

112.2 25.91

15 89.3 21.72

76.0 17.96

78.3 59.52

16 63.7 59.76

67.7 60.38

87.0 58.55

17 93.0 58.26

105.3 57.64

206.2 57.26

18 120.5 58.92

121.8 57.75
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48.8 48.86
19 43.1 43.28
48.3 45.11
101.7 40.61
20 74.9 36.7
190.9 39.61
63.4 36.81
21 87.6 38.86
74.2 39.6
45.4 44.71
22 46.7 44.46
48.1 47.35
N/A 65.29
C-1 N/A 64.68
N/A 63.18
= Jbsw WA R $gd 238 yoldol glol Bl A Age
W e oA 9 F9A At ohigr,

S=501 10-1290491
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