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E 2
o4& =% =2%
(Mest 2s0l) (Hast 2s0)
FAH(E) 0.1 -10.0 1.0-5.0
AFSL T HI(S) 0.1-5.0 0.01-3.0
HIRI(E) 0.1 -15.0 0.2-8.0
23 TBN 2AH(E) 0.0-1.0 0.01 -0.5
A AHAE(E) 0.0-5.0 0.0-2.0
== CIGIEENELULIEIREZAHIOIE(E) 0.1-6.0 0.1-40
23 o 3S2(S) 0.0-6.0 0.0-4.0
AEH(E) 0.0-5.0 0.001 -0.15
LHDI2 MI(E) 0.0-1.0 0.0-0.8
ST LoH(E) 0.0-5.0 0.01 - 1.5
BE K== S4H(S) 0.0 - 20.0 0.25-10.0
O WER(E) 0.01-5.0 0.05-2.0
IR(8) LI XI LG X
Elo 100 100
47 2} AR WAL A% 248G 24 F 2L J1FOR 74 4% F 9% 2 usid. 88
f o AAgRe] A EE UnAE s olge] JlgE o] Folzit)
welold ZAE 2B EAEE SR WA AMhon Eb ded a9 2o sl g
oo e, A EEE (B, A+ SAAL A wakia §ul) 2 Abgste] BAle) mE
RS & Mgt Aol 43d & At
Al A (:1
al7le] ANelE AR WY 9 2HES AWss Zoln Aget Aol okt alw RoplA 1
% Agshs geRelil Wuld thad 24 0wk e A% WY L 24e B AR WF del 9
o},
BoAE wE A7 299 qAEEe B AR whE AAAZ olgste] AzaGT.  olE AAldel
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AR A b AEAA

A A1 SdY FEAMZSIAUOIE

AAIN 2 SdlY HEAE2AILI0E

A A0 3 Y HNEMEZAIUOIE

AAIO 4 DI NEMEBAIUOIE

AAIN 5 SdY 2-HEAAMAZDAIUIOE

A AN 6 S HSEAMMEMZIAIUOE

AA 7 SUY SIESAUHE M2 AIUIOIE

A A0 8 22 SIESANE ALZ22AUI0IE
AAIO 9 N-SY-N-2 lIZHAAN=DAI00IE

A A0 10 N-2222-N'-2 HSAINEA23 4001 E
AAI0 11 N-Sd22-N'-3CIHEO0I=ZZ2EAMEIA00IE
AAI0 12 N-2d22-N' N'HIA(2-5IESAIHE)AZ 24001 =
ALAIC 13 Hamposyl L-95

AAIO 14 DU A2

AAO 15 2 A2

AAI0 16 S AIED A

A A0 17 AHOIZY AI=E2AIN DI2|AEY AAZ2 A

AAe 1: Fed FE Al23Ao]E (BulS)

eWEl= wwk7], W 2Bl (Dean Stark) E 2 Aol Aaw 1 L 4 AE (resin kettle) o 281 g
L

(0.8 mol) ¥ A= FAl, 237 ¢ B&kg 2 0.38 g Amberlyst 15 2H4 FAE ZFA3FS ). Hk-S- 5.3l
S, 3 A7F Bot 87 sho] B4 s wwRbska 30 B whth 25 mL BHAS AASHA stdEoint. HkS-
EFES o] T 3 5L ATt 310 g 9 xgxgge >,

HJ

AMIOIE (E£0S)

= 1L 4# ALl 281 g (0.8 mol) S d Al=34
EHES, 3 A ES 7 ohol Ah 8 wksta 30 ¥ w25 nl
% 3

ool 280 g 9o B=S FHSAT

Mr wd

o= wyky], W AT EY 2@ dxdgo] A2 1L X AL 128.5 g (0.5 mol) FLEY A2 F:A
H 7t

1
93455 ¢ RS S FASGT. e BHEL, 3 AL 5 BF o] Ak @ wwkaa 30 ¥ v 25
i BHAS AASEA Adagth. W BRES olF AF o wHse] 126.2 g o AHBL 59
o,

AAd 4: ZAY d° A2 3Ado]E (EtCS)

eHsl= wy], | 2eta EQ 8 Aol AFE 1L A4 ALl 200 g (0.71 mol) 2R A2
329 g eSS FHBTH g ERES, 3 AR wot &5 bl A4 sf uwwkskal 30 & vhuk 25 ml &
Aoe AAFAA sk, 0e EFEL oF AF 3 FEatel 201 g o YHBL FEHAG.

Ao 5: S YU 2-dEAY ALZIAM|O|E

oHal= wwy], | 2ea Ef] 9 dxge] ZRE 1L R AL 175.6 g (0.5 mol) & A2 FA
2 65.1 g 2ot S FHEAT e EFES, 3 Al B9 150T oA A4 &} wnkslel] AASH
A 7rasksitt kg EFES olF T 8F wHote] 421.7 g o AES S5

AAd 6: SH LY 2-vEAINE ALZ2FAUO]E (MeOEt-0S)

oHFE wuy], W ~E3 EY o o4 A}
=

drgoel A 1L A4 7lE0] 140.4 g (0.4 mol) &7l
48.1 g tellddl 2g& g e 2

1.0 g ¢ Amberlyst 15 AHA RS ZH3s+9 ). El3

oo to
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[0325]
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Al
Al

>

5QF 160TC oA A4 3} wrkelHA 7HEsksit. S S3ES o]% ¥ 3 ¥F3)a 181.3 g L=
A= FA5ta ofste] 273.5 ¢ o] AYES 5535181

AXG 7 £H9Y 2-3=ZA9E A2 FA Y| o|E (HOEt-0S)

eHI= wdty], d 2Erg Ef) W 3] 4Ed 1

32 g olgdl 2 2 1.0 g 9 Amberlyst 15 24 FAS A3
T ol A& 3 wRkstAA 71g3sit). kS B35S o] A
g Adsta A3t 312.7 g 9 AHES TS5

AA 4 8 FG¢EY 2-3 =29 E A2 FAY|o|E (HO-EtLS)

1L A AL 128.5 g (0.5 mol) #F-2YU A2 F4]
S, 3 AR HSk 160TC Al A 8 wuletHA stds
g TRA2~ 097 Mt 277.5 g o AHES F

[¢]
-

=
o =
(ﬁﬂr. ]?_’o— g HL% T

SHalTt.
AAe 90 N-2EUN'-2 P2 T ou =

1

J

SHE= wRby], W 2Eka EF] 5 Aol A 1L A Al 107 g (0.31 mol) &dled AbEAA o
39.4 g 2-old-1-Fdopnl S S8, HHE E3ES, 3 AIRE S 130T oA A4 dF wnkelwA 7hd
SFATE. S TRES olF ¥ o wF3ke] 266.6 ¢ o BHES F5EIH.

A 100 N-SH2Y-N'-2 vIEA N EAIZ Ao =

o= wyky] o ~Aelm E¥ W o] A 1L FX AL 140.4 g (0.4 mol) SHLd A2 FAL,

30 g W= oyl D 1.0 g 9 Amberlyst 15 A FAZ 4389}, e ZotES 3 AJ7F B2k 150

T oA A 3 wHkstAA 714g3sit). HES E3ES o] HF 3 FF3AL 163.2 g TEA A QU=
[e)

3 4ata ofstete] 263.9 g o WHES FEEUT
AN 110 -2 d-N'-3 Hrdopr|=Z 2 g2 3 0br =

el wwty], |d 23 Ef] 9 o] FAE 1L A AL 175.5 g (0.5 mol) Y A2 34l

= ’
51.1 g 3-tjvlgetm| =2 golyl 9l 1.0 g o Amberlyst 15 2Hd F4& S8 ke TgES, 34
b S 150C oA A2 sh wnkshHA 7hAEESIT). Hhg E3ES olF ¥ wFdaL 217.6 g Z2A

2 e9w g4 ool 377.8 g o AREL FEIHAG

AAJe] 120 N-2H 22N N' B2 (2-3 =ESA | E)AL2Z A obu| =

oWeEl= wyky] o Aelm E W o] A 1L F£X AL 175.5 ¢ (0.5 mol) SHLd A2 FAL,
52.6 g Hellgrg&otyl 2 1.0 g 9] Amberlyst 15 2Hd & FH33}. i E3rES, 3 AIE B2t 150
T oA A 3t wRkstdA] 71gskgitt. i S ES o]F XF dF wFsha 219 g ZEAA: 2dR 3

Nt ofstste] 371.6 g o AHES S

AAd 13: YEF F$2d AL=23A, oAt HAMPOSYL® L-95 (Chattem Chemicals A}Al)
AN 14: T3 Ab=3A, o)A CRODASINIC C (Croda Inc. AHA])
AN 15: B2 Al23A, oA CRODASINIC L (Croda Inc. AHAl)

AAe] 16: LU A=A, AT CRODASINIC' O (Croda Inc. AHA]) EE o] HAMPOSYL® O (Chattem
Chemicals AFAl)

AN 17: 2Holzd A2z @ ng2EYd Alzm4 EFE, o7 CRODASINIC SM (Croda Inc. AHA])

AR A9 dste] W E & 21 (High Frequency Reciprocating Rig) (HFRR) A]& = wvbot whzk (TFF)
| 1A BEA T PCS Instruments E=F-E]9] HFRR & ©]&sle] AA &8 99 w& A& 54

vl A= 130 T olA SAE 52100 54 B3} SAE 52100 &4 U= Alolo A ZA3}3 . Aw] 2o
40N 9 A7} slzo® 1mm AR 23 20 Iz 9o Ie+E y23s 71228 GEAAY. A2
A 5wk AL T8 AA &2 Jo nvpE A ofs) wkdE 1ogke] Wg 5 mpFo %D}

M
e

S
=

np'

*ﬁo

i L

s, oﬁ
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[0330]
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[0332]
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< YERd.

TFF Al&l2 PCS Instruments Z5F-E19 Mini-Traction Machine (MIM) < o]&3}o] wtel §3 oo Al A
(traction coefficient) & =43c}. olE zIQl 74 500 mm/s & £ HEE 2LUS HAF FYo #
ZA 7l whe} ANST 52100 € tj~=2F ANSI 52100 28 & Alo]e] 50 N ¢ <17} 5o =2 130 T 9 A

Q‘L
52
£
>

%
b
o
il
:‘_l‘
k)

5) 2~ Abol9] 20% ¢ &eto]=-th-& H] (slide-to-roll ratio) 7} 4
kel wlz A7k TEH2 SAE v 88 49 Al Al 9l HkedHT). 1 gko] u

%2
*

Mo 1 X 18 S
Ay

n
it

AR W Az o9 BASE AR we vhd A % 3%t vEe Aol
] <l I

Qe olshel Tl ekl vHE AAAE mFSYG. AR 2

=
ol-g3to] Azt Azl o9 x3 .
74 el tEe ¥xdelE 2 1 WA 18 /e &4 AxE Shete RE ZDDP: 1 2 &4 ZDDP, 2 At
o 7P, W ESHE 1 A R o2 2} o ZDDP o] Rl S e, w4 vdd HES EAvolE A
EFsH AR v NAAE EFeHA] @G 7 2 dE Ed Azt

X 49 BT oF 800 ppm 9 1S AlFsl= H7ME (treat rate) & ZDDP 2 1% 11 7|HE -3 wo]~
FrAE ol &3ttt Ha Alg 24 A, B, 2 C & 1F 1 7% 2 54 7D0P 38 Zd3dAT, nf
Z MNEAE E3hskA gt Al Bde 1, 2 23 & 38 I 74, 549 vF AZEA, 2 E4Y
70DP & ¥3FskiTh 15 Ag Ed=o] &3 HFRR AE Az & 4 o yd=o] Qo). 2] A Al
A Fe 3, AAdo] AFEE mrE A EdE=E 50/50 T3 SA =0T}, x4 o #e dolE=
Eoll vtdwl &4 kb A 7S 0.5 2% oA APEAeH, EdE AS, £FEY] HAES 0.5 F
&g o] A uhE AEA AA EFEIJY
Z 4
AE oy upzk A ZDDP HFRR (130 C)
A N 2 %+ 7ZDDP 0.171
4= 1 AA e 15 + 16 2 %} ZDDP 0.098
B N 1 2} 7DDP 0.112
9= 2 AA e 15 + 16 1 =} ZDDP 0.085
C s &3 ROH ZDDP 0.146
2= 3 AA e 15 + 16 =3+ ROH ZDDP 0.098
HE 4 oA, BA T wpEel #e vk AlS (HFRR) = 59 3 2 e 7P & sk S Hla o
(M &A= A, B, 2 0) & vlas] & u 2 /A& w2 ol Alg =9 Ao dAA3] W),
% 5 o vbE NEA ERE=E oF 800 ppm o] 1S AleetE HIFER ZDDP R I I 71fE $rE wlolx
FAE o] 833t il AJg 2 D = 1w I 714 2 549 ZDDP §8& EFsIAAw vz 744
= XA Ut Alg B¥E 4 YA 15 & 15 11 714, 549 o2 J1dA, 9 549 700P & =
ghatoitt. o5 Alg Lal=o] I HFRR Ad A3 F 5 o ydsol gt g AAEHA g gk,
AAde] Abg® v fEAY] Edsis 50/50 TE% Edls=oldt 3E 5 o #ek delE= xoll Uygd
g4 v NEA H7HE 0.5 T2 oA AAHAeH, EdE Ae, EFES HUMES 0.5 T o &4
uhzk MAA AA EFE| A

F5

g oY ulzk A ZDDP HFRR (130 C)

D N 1 %} ZDDP 0.138
24 4 24 2 1 %} 7ZDDP 0.084
2d= 5 A 3 1 %} ZDDP 0.130
5d= 6 21X 4 1 %} 7ZDDP 0.132
sdc 7 A 9 1 %} ZDDP 0.135
4= 8 AAd 14 9 16 o] EFE 1 %} ZDDP 0.120

_32_



[0335]

[0336]

[0337]

[0338]

[0339]

[0340]

[0341]

[0342]

[0343]
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= 9 AA G 16 3 17 ¢ EFE 1 %} ZDDP 0.103

4= 10 A 2 9 16 o EFE 1 %} 7DDP 0.126

4= 11 A 4 9 14 o E3E 1 %} ZDDP 0.127

LHE 12 A 2 o 49 EFE 1 =} 7DDP 0.125

4= 13 Ao 2 ¢ 3 o E3E 1 %} ZDDP 0.130

EdE 14 A 3 749 E3E 1 =} 7DDP 0.135

4= 15 A 2 93 34 ¢ EFE 1 %} ZDDP 0.129
AA F wpEel] #gk vbE AlG (HFRR) & 59 3 2 49 ZDDP & shA-shxnt vpad JdAE s &2
Hx 2 (Bl S9= D) 7 v & o &2 /A& i Alg Ed= 4 K] 15 oA dA3] @3kt
F7ke] AA A7) olate] & 6 o AAE Ut % 6 9 vpE EAY EA=E wo]a FAZA v )
A = A7E GF-5 Fde] 291l SAE 51-20 & ©]8-3k3irt. Hlal BR=E, F 26 = b2 A

SGA R AAE ZDDP = kAR s Hlo]

FAE 3.

* 6
AE ed ulZ A A ZDDP HFRR TFF
E S 2 2} 7ZDDP 0.164 0.070
2= 15 A Ao 15 + 16 2 x} 7ZDDP 0.162 0.062
F S 1 X} 7ZDDP 0.147 0.092
2= 16 A A 15 + 16 1 =} ZDDP 0.098 0.037
G S &35 ROH ZDDP 0.166 0.069
2d= 17 AAd 15 + 16 &3ty ROH ZDDP 0.108 0.033
X 6 o #3 dolHe ol UEH & vbE JEA HUHE 0.5 %% dA AdERen, £3dEe A, &
e 7S 0.5 2% 9 50/50 4 vhE AAA BA=A
whab mhzkol] et A0 AlG (TFF) & T3 5 73 2 49 20DP & kAT vp2 MAAE 734 &
T 4sske v Y E A G & vlad] B ou Z jAEe] o o]E Alg E¥= 15 UK 17 oA #AF
whokth
wpEhA, B AR MU 2AES, 9 X ol Fol wigr], Y #38 9 4e] 200P & kAN vt
Z NEAE FRA e HIHA d7IA e vlus] B o FA F owpE e epbEd & RFE gy eR A
ZAZA A, X 497 6 9 ZR2HE, 2 AAEY FF§E e npE NAAZRA afHoz v)F
stth= Blo] Ay stk
2 AIES v FHAES Yo AAlE Fdde AAe A 2 AAE st o] Gl Al A A
o}, A7) FAe dr 2 Ao E wX] A2 aH = JfAIEL] AT W= oo A= A H S
o8 AAEE Aoz orHr}
o] AFH RE FIAES 11 HAAY FuE e gEAE a50] FAZORE XY PAES AFTSE=
ZshEd,
ol Fdd= AAl WolA g3t wde] o7} ). weh A, A7) FEOE B AA"E EA o o
Al A= Ao ryA e olFe] Fdd= HEAQ] HAA Fad 19 de=S X3 A
i AH] A 2 HY el vk
EHYA(E)2 d9 JAE FHAE AnAA AFshes AL JEdiA s Zon, oo JAlE 4t =
T WA Bz AT M del &3A ZE AT A=A, olEL AT E SholA 29
dF-2A aHATH
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