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= HAWE e A5 FTEe] Mo Aldste s Aol obdS olsfislof gt
HEA = @, seEd Frke] AA glo]l ARSI, ARE Hel HEZsto| =R (THH) S <
ol

Ak, @ A7) ¥ (WR) AFEHS F¥ Zgd %A ZEstE Varian-Mercury 500 MHz 2337
3 % &% ppm (parts per million) o2 #A|l&¥y X BF "HEHHEAH (TMS)S 7|+

e AL 85 SE7I7F AEE d 23 ERS HHE ZEaT] FuEAE (5 g, 19.49 mmol), B4F (0.06
A7VEr ek, wekE HkS ZelEo) p-HE olvl (2.10 mL, 21.44 mmol)S
gFollA A Ztdedy. ] EEES ALow YAz gg, it
3N

AN T, olF AFAAG dton AHse sk olul= (4.92 g,

g, 0.97 mmol) & EF<l (57 ml)
skilo] Hrbelsith. whg E£3=
off REEHEA Fof

L =
15.79 mmol, 81%)E 53} tt.

Hg—lﬂ B;. Q.Alae

il

Zalol= (3.59 m)E == (14 ml) = T EA (0.50 g, 1.94 mmol)e] &
A7bsla, EES 4A7F B ERAFT. SuE AASL FFES B2 (10 abel &AL E
gobrl (3.5 nL, 25 mol) ¥ w9 ok (0.57 nl, 5.82 mol)< ;
wwkskglth. el E AAskL, AFES 100 744 HClol &zt 4 55 (HClLE F&sta, #7I

Az (MgSOOA 713, oAFelar FE=AA olv|= (0.43 g, 1.38 mmol, 70%)E F53+th.

v

'H NMR (400 MHz, CDCls): 6 = 5.38 (s, 1H, NH), 3.25 (td, 2H, J = 7.1, 5.8 Hz,
NHCH>), 2.17-2.12 (m, 2H, CH,CO), 1.61 (p, 2H, J = 7.4 Hz, CH,CH,CO), 1.51-1.44 (m, 2H,
NHCH,CH,), 1.37-121 (m, 26H, CH3CH,, CH3(CHy)), 092 (t, 3H, J = 7.3 Hz
NH(CH,);CH3), 0.89-0.85 (m, 3H, CH3(CH,)w). °C NMR (100 MHz, CDCl3): 6 = 173.09
(CO), 39.21 (NHCH,), 36.96 (COCH,), 31.95 (CH,). 31.81 (CH,), 29.71 (CH,), 29.71 (CH,),
29.71 (CHy), 29.71 (CHy), 29.71 (CHa), 29.67 (CH,), 29.63 (CHa), 29.51 (CH,), 29.38 (CHy),
29.33 (CH,), 25.88 (CH,), 22.71 (CH,), 20.09 (CH,), 14.16 (CH3), 13.77 (CHs).

A 2: gep] [ B 1] mpE Felodd FelF ofr]=o] YutEol Az HAR

Zeloddl FEF V-5 o= §AY FRPol= (0.48 nL, 2.87 mmol) ¥ Eg]dlgelwl (0.55 mL, 3.92

mol)S AH&3le] Zjogddl 8 F A4 (0.2 g, 0.13 mmol) 2 N-=€o}wl (0.04 mL, 0.26 mmol)oZEH

E1 sleka] Vo] w2 ofn|=of tj3)] 7|&¥E wie} Zo] Az, EEAE FEF N-5Y oM E=E 73%
& (0.16 g, 0.09 mmol)Z F53} ).

'H NMR (400 MHz, CDCl3): 6 = 8.06 (br, 2H, 2NH), 4.18 (s, 4H, 2CH,CO), 3.67-
3.65 (m, 128H, (CH,CH,0)3;), 2.99-2.95 (m, 4H, 2CH,NH), 1.78-1.74 (m, 4H, 2CH,CH,NH),
1.34-1.22 (m, 20H, 2(CH,)sCHs), 0.90-0.85 (m, 6H, 2CH,CH3). *C NMR (100 MHz, CDCls): 6

= 172.30 (CO), 71.20 (COCH»), 70.61 (OCH,CH,0), 40.16 (CH,NH), 31.75 (CH»), 29.08
(CH»), 29.01 (CHy), 27.67 (CHb»), 26.60 (CH>), 22.61 (CHb»), 14.10 (CHa3).

HAle] 3: Zejdgdl Fe]F =Y dHE=e JurEQl Az HA)

FAIVEF (Nall) (0.062 g, 2.6 mmol)S THF (20 mL) = Zgogd == (3 g, 2 mmol, 1500 g/mol)9]
| HrFstY. A2 A 30 FQF wdtet & wd HZulol= (0.45 ml, 2.4 mmol)E HH3| HIlskaL,
THES ALolA v ettt WehE S Hubeta, §uE 3 stelA AAS e, FFES CHLClLOl
A, f7 T& 2 AFsta, S$itadls (MegSo) o= AxA7IaL, oJ#stial, F sllA] FFA|
A

71aL, AFEs HAaT Lol &8A7]aL, A4S ant stellA Hrleiink. Ad=S o34z 3o s, 3
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[0111]
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[0115]
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= XA

Ao g AHEe] Zalddd 8 =4 JHE (2.82 g, 1.74 mmol, 87 %S F53HT}.

"H NMR (400 MHz, CDCls): ¢ = 3.80-3.55 (m, 138H, (CH,CH,0)34, CH;CH,OH),
3.50-3.35 (m, 4H, CH,CH,O, CH,OH), 2.59-2.56 (m, 1H, OH), 1.57-1.32 (m, 4H,
CH,CH,CH»0), 1.28-1.24 (m, 10H, (CH>)sCH3), 0.88-0.84 (m, 3H, CH-CHs).

uel A, HEDHEYRE HErlolE (0.29 g, 0.92 mmol), Z¥dEd ZuE =4 €= (2.78 g, 1.71

mmol, 1626 g/mol) % II7HAHE (2.16 g, 13.69 mmol)<S CH,Cl, (95 mL), oFA|EAF (3.8 mL) % & (56 L,

24X e EFEANA BFFRAIFT. £9S dZAA7]a, 1M HCL (95 ml)& H7FSE e, oS E
A

(2.43 9= FA7Feivt. 4 s (CLE FFs3lt. @3 #7] FE=& NgS0, dolM HA71aL, o

oo

i, FAS wwk sellA Hrbedlth. WAERS

star, gulE AT, AFES HAaTE] CHLlol &3ir]7

oz 3|4ata, Ao R AHske] 318k Vo WE AHEAA] (2.60 g, 1.58 mmol, 93%)E TS5}
b

g B,, Zgogd ZEE x=d JH=2 (0.75 g, 0.46 mmol, 1626 g/mol), 2,2,6,6-EH|Eztve I g -
1-2-4 (0.014 g, 0.09 mmol) 2 AHAF (0.018 mL, 70%) < AtA E97] &to|A 12A17F <t t)EF22WE (3.5
mL) FolA 40CdA 7FEetr. S HUbela, 4 S5 HEERaEduc=R FEI%Y. §f7 FEES

: =
MgSO, el A AFRAI7)aL, Agstar, §ulE A7 343k Vol wrel A& A (0.73 g, 0.44 mmol, 97%)E

'H NMR (400 MHz, CDClLy): 6 = 4.16 (s, 2H, CH,CO). 3.67-3.64 (m, 132H,
(CH,CH>0)33), 3.46-3.42 (m, 2H, CH»0), 1.62-1.53 (m, 4H, CH,CH,CH,0), 1.36-1.20 (m,
10H, (CH,)sCHjs), 0.89-0.85 (m, 3H, CH,CH3). *C NMR (100 MHz, CDCLy): 6 = 171.56 (CO),
71.35 (COCH»), 70.58 (OCH,CH,0), 69.04 (OCH>CH,), 31.90 (CH,), 29.66 (CH»), 29.58
(CH»), 29.51 (CH»), 29.30 (CH»), 26.11 (CHb»), 22.70 (CHy), 14.14 (CHa3).

QAo 4: BEF] VIO mpE AHGYG A0l FaloEd FalE UFfEERe 3y
W A, 3184 VI e AAE@AAAE CHLCl, (1001 mL), oFAEAF (39.90 mL) 2 & (600 ml)e E3E
T HEHFEARE BH2ulol= (3,13 g, 9.70 mmol) % IHEHAHZ-E (17.06 g, 108 mmol)e] EA slollA

=R =

Zgollgddl 2= (27g, 18 mmol, 1500 g/mol) ZH-E] 3}8H2] Vel whe A& A (BH Apel sl 7= vt
oF o] Az, TFFRAAS 77% & (21.17 g, 13.86 mmol) 2 FEH AT,
W By, 45t VIel e AWEgdAl= fEF22HE (10 nl) F 2,2,6,6-HEHE 992 d-1-54 (0.08

g, 0.53 mmol) H A (0.1 mL, 70%)2] EA stallA Z2ldEd Z2]F (2 g, 1.33 mmol, 1500 g/mol)ZH
B g}eh2] Vel w2 AWEgAl (B9 Byell diE] 7lEE npeh o] AxEHAvh. oAk 92% & (1.87
g, 1.22 mmol) 2 F5¥ At}

'H NMR (400 MHz, CDCls): § = 4.16 (s, 4H, 2COCH>), 3.69-3.64 (m, 128H,
(CH,CH>0)35). *C NMR (100 MHz, CDCl3): 6 = 171.40 (CO), 71.30 (CH,COOH), 70.56
(OCH,CH,0).

Al 5

Zgdgd Z8F M4 ("PEG 2F) 3EHES et AlFE A9 BT 2 5589 AES i #
T FoAE Fisle AIFE A BEEE 9 {58k A njastr] g8, 3719 A8 fAVE AZRF A
o, PEG A US FF2E 7MY
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[0117]
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21 8

N

3702 A1Z& SA% M-I SWACO RUADIANT Al=®lo] 7wkl om o= @A §4 Ao s waE 37}%
531 feAet FA-E4 2d8A EA=E xFett. AFE FA A SUREWET®S PEG Ao 2 oiA|stx
SUREMUL® 9] & arlflozs Alxwqdet. A2 AlF8& FA4Q A58 4 B, SIREWET®S PEG 2to=
A ska A58 fAlolM SIREMIL® ] ¥ #aAomr AzH 3] ANFEE A BE AFE A AR
20% ©] @& PEG 2HS 7hxlom, wab &Fvir whidls (MgAlCo:) &= @El%iv}. HlW AlFE f§Ad AlFE

A4 C= A=A SUREWET® 2 34l =4 SIREMIL®S A&3ke] Az ATt

3] AFE fA= v ARES ARt AFstE AT ShellZHE 95 7Hedr, §4 2 AlF Ho]x
FAQ] Saraline 185V; M-I SWACO, LLC (W= ®BAL~F FARHRHEE 45 7Hse, ofvZolwl #3hA<
SUREMUL®; M-I SWACO, LLC (W] ElA}~F F2e)2RE 14 71538, 53409 SUREWET®; M-I SWACO, LLC
(W= BAL~F FAR)ERE Q)5 sbeer, H-FA4 f§A Alzwlel] ARgEhr] f1d f3bARl MUL XT; M-I
SWACO, LLC (W]=F "AlAF FAv)ZRE A4 73k, ZEA ]_:L HAA 2 oI} Aold EeS Fi= dEdo]
E HE HAA<Ql VERSAGEL HT; M-I SWACO, LLC (W] BlA~F FAv)2RE Q5 71ed, od 9 -7
NZg 54 Az AL8aEE AW olgl-Ae® gyl o7 #o] W7hA9l ONE-TROL HT; M-I SWACO, LLC
(M= EaaT FA)RFE Y5 vhee, od 2 -7 AFE fA Alavlel ALgStES A" o
Alo] Z7FAIQl ECOTROL RD; 2 M-T SWACO, LLC (W= €ix}~s FAu)2HE 45 7hsd, 7He AlAQ] 44
(BASO,) .

b :L

¥ 1 FEsto], a3 o], A4 wwt GrjE ARESke] 30.8 g, 25.6 g R 25.7 g9 Fo= 379 AFE
FAES Az 370 AlFE Al i A B VIEE Aol Fe E 16l AleEo] 9l AlF=E A
E Axstr] A, 74, 73 B FEAS A 1 et 1A 108 st A I s, AxE 244 2
dezx] AAE S 2 S F7ER 208 ¢k HUbstar vk, veo®, @A 3ellA, fAl-EE Al
of H7HE F7bstar, 208 FF T 5, DA 4olA g B s B A Selld TS A4 308 #
402 &t =skdlth. @A 2 Eb, NgAlCoe A58 A Bl BAAl=A Hr7bsigiv. AHEE 7 2 T

Aol e PEG A Aol vl AFE fA9] 2zt PAT AT 2.209) MF % 90.09) ©U/F ME A

_16_



[0120]
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[0122]
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PEG M8 ZH= | PEG AHE 2=
2 e s en
] —15'
gg 7Ns A o MxEedo |7
(A= 2M4 A (A== 245 B) gl Az
(g)
(g (g)
s
Saraline 185V EiE=S 40767 40567 4.8800
(10 &)
SUREMUL S =t 0.3333 0.3333 0.4000
SUREWET E8H 0 0 0.1600
PEG 4F & 0.080 0.1000 0
MUL XT S=HH| 0.1323 0.1333 0.1600
VERSAGEL ttA 2
HeA 0.0917 0.0917 0.1100
HT (20 &)
fiia 0.0917 0.0917 0.1100
Bentone 42 HEH 08 . ;
HE2=x
MgAICO 5 0 0.0917 0
HEH
obzkald
A3 0.2000 0.2000 0.2400
Hof
FH &4 tHA 3
ONE-TROL HT 0.2667 0.2667 0.3200
H of (20 &)
M4 =4
ECOTROL RD %] 0.0267 0.0267 0.0320
; CHA 4
CaCl, %4 LHE A 0.9600 0.9600 1.1400
(30 &)
B L= A 0.2000 0.2000 0.2360
=R A = = 19.2267 19.2267 23.0880 050
A 25.6068 25.7785 30.8760 30.8760
HZ 2.20 2.20 2.20
/= Hl (8 90.0 90.0 90.0
17417 B £33 & A1F8 FAE AAAZ S, 22 54 Aol M4 (sagging) 2 +A4 & AL
=R 95 9 st WEZE el ofgf R wigh AZF (ddetAY FEg )R 1Y
I uPE| Aol A=A dRlsy] Al AMAE 3k HASIEA A F8 2 S Stem %
Abetith. @ el #e] 4 FAAFUGA Mt v FEgs) mweln duelA o whes) mizlelt
AlFE A9 = 2y 2 Wy Aold yaAHE #euE  (Discovery Rheometer)E A}g3}od
AFE AT, AFSHE ¥4 AE Ul T4 EARZ A8 256 me AX 2EHRIE 2 2" Fy #Foldrt. A
2 300 ym= AAFEHAT. A FEo FFEEA HE 54, dE HEA @+ g, 0T F 50TelA] 0.004
1 - - - - - o -
WA 2000 s 2 AT 1 #&z). go] 7kENA &%e ul, 379 ANFE fAE AsiEga, =2
185 9 7t A, dAY FHAES R4 dE2 . dd S5 AL fAe 8% A= gHe}
FA7F Aol gAY Ad wallx] RS AFdich. A £ AHS T3 AIFE FAVF B8 E= AT
A<

f

=

w2 ey,

_17_
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[0125]
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