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'ﬂﬁ%ﬁ' C|3H18N204 ﬂﬁgﬁ CQH]0N204
TR 26629 5> F%: 210.19
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ATE: 11916 TR 53.06 STF&: 22529

N-FEZZERQRX 1TEEH)ERANBBE (.33 % >
NREZEEFIZCHARBAESY R AR M TMAH(BA K F 25% -
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EE 33-Q22-(FEAK -E)E(Zk-2,1-Z E)g (& &
N WA BE (2.85 3% @ 74.4%)Z A -

HEREF - -/ 2k

O,

PO P SIe

HEME {hgﬁﬁ ™

’ ‘CHN 3,3'-(2,5- :ﬁﬁiﬂﬁl& 14-—8) _"Nkehs
%?i.c,ﬁ:’o' 7T R 5306 B C, N0

: SF&’: 2023

HEBAE (2 & 17.5 EEHE)R 0C H KN HE K (2.015
38 EREH)EA AN TMAH(R K F 25% > 0.1 & %°
0.1 27 EXEE) BREVYHMIEBRER  H2ZE8
MEZEHE - -FIBRZEBE EOH L EE 3,3'-(2,5-
TEHERERBR-14-ZTE)HREB (235 T 61%)Z H @ H

# > mp 171-173C(lit mp 166TC) -

-21-



200936749

LBz NNN-Z& I K

'lMAH(Z,SmoIe‘/) \(°
)k !
\ﬁﬂg 159'/ /\/ \/\\N

ﬂggic C;H;NO 2B CHN N,N-8Q- 32 5) Z 8%
3 FR: 5907 532 53.06 125K cH N0
S FR: 16509

ZEEBE (2 %0339 BEE)R 0CHKW &K (2.26 = -
4271 EEHE)RA © FM TMAH(FA K 25% - 0.06 E %k’
0,06 > 1.7ZHXEE) BRAYRBCERRER  HZ2RE&ER
EEE - BAWHEE Et;0/CH C12(200 H KK = & 1k & #
@R MR E T ®M - EYW RN Kugelrohr th fig # %
150C/2 mmHg M2 - UBKAEY  E4 NN-#%Q-FE
ZHE)Z B (0.89 5 » 15.9%)Z F M -
B fe iz N-HU AR OE RS R R IS -

S 2=8 21
RIER
Uid- 5w C:HJN N
BT 53.06 I
N
A\ HOAG (104 mole%) 7K
";2 + \/ o8 TMAH (34 mole %) +  NHOAc
%? iﬁ HyN 45% N
1 17.03
. /\/ \/\N
3,3 3" -RESFiE
-CoHy,N
KERTen

£ (aq 35% ° 4.29 88 EEH)IEZMAK M E RN K (.75
B ORP) ) 2 k¥ AcOH(5.5 7 » 91.6 ZEE H)h » BE¥ K &
5(4.65 % » 87.6 EF) - BEEWRERTE®R 3 H &
DLyK ¥ A1 » ¥l aq TMAH(R K 25% > 10.94 7 » 30 E

EH) BEEUREBEULKRKSBAHRER 1 /K BB EKEHRP
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e HLAKTEH  EVRSEREHYEZE E4&E
3,3'"3"-AE =AW K KB (2.36 7 » 45.8%)c H B E 8 > mp
59-61TC (lit mp 59C) -

ff § NaOH PRI ERF (XM T ) EXHEH » 54.4%

fEZEE -/ 21k

O 2R
2R cHNO N o
5}?16: 84.08 \\ -
AN N'% Triton B(2 mole%
\\/U\NHz ’ \/ Zgﬁéﬂzz;gleﬁ)
73T 1&: 53.06 N% ¥,
24-SRE2-Q-MEZE)T Bk
{023 CHiNO
53 F1&: 19020

K Z B (252 % > 29.7 EE H )R Triton B(H

MeOH 1 40% -+ 0.3 3% » 0.7 EEHF)R K (S EX )bz @##
EEYRWwATU 30 0@BARMRNEBG.18 % » 59.9 BE

O B) BEeVYBZIRERBE®R 30 0B HBZIHRE 1 N -
¥ EtOH(20 )Rk 1M HCI(0.7 EX’) B RS MEE
EERBARE WwWAZEZERELEEE  HEHKLBEKER

H EtOH B & > E4X 2,4-“ &S E-2-Q-8FEZ2E)T I B

B2 (4.8 T2 > 84.7%) 2 B & 6 E # > mp 118-120C (lit mp

118°C) -

-23-



200936749

MEEXEEZ NNN-Z& 2 1

: ./4" "
N

4" N TMAH %mole‘/-)
+ X»x —
N / 56.5%
NH,
23X c,H,N
LB CHN, AT 53.06 l l
SFR: 1814 T N
3,3-Q-MEXERRE B "R
123X Ci3H Ny
TR 22426

WOBHE R (2 W > 16.9 EE E )R 0T & K1 B (2.015
w38 EEE)RSG c AN TMAH(R A ® 25% 0.1 mxk® O
b 01 W27 EEE) - RAVRZIBRBR - 288
WmEEW o EWW MM CH,ClL, H A Et,0 R CH,Cl, &
G 1,250 EXRDBR_SEHWAR  BHRBEEE EH
BmEWSE EOH BAELG EX>) EE 3,3-Q-REXER
e — B T AR (2.14 3 0 56.5%)Z K [ 2 [E # - mp 79-

82°C -
ANZHEZ & 21t O
N
N% 4 N N\'\ TMAI}{-] 1542 : eq) \\ 4”
\/ * \/ Zarciasy
(e WikEE ——'—":—"’ &
B CHN, B cuN M43% N \\
43T % 66.06 S FR&: 53.06 \
TRA%-1,3,3,5- S
g oo
117219

A RE(S 3 75.7T EEH)BEBK Z @ (10 B X°) -
BEE=-FHEFXHEES S &% (Triton B> & MeOH F 40% -
1.38 2 3.3 EEH) BEAYWHA  LWEKBGENRBE

(8.3 M 156 EXH) EEYVEBAERBR R EREE
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W B HCIHF M (I M- 33 EXRHABAKRKKRA - BE
LU CHClL EHL (200 EXR B ENHERBE TES - EY
EEHEEBEHRMAK((CS LY > 1: 1 EtOAc-AH) BEBHHE
by o B4 1,3,3,5-P0 FH BE (1.86 = > 14.3%) > mp 90-92°C

(lit mp 92°C) -

RAMEZN& I

O AN /V/
TMAH (7 mole%) 4
HO' oH + \/ ) Oéﬁ DC
HO (2] 30
imlﬁ 2K c;H;N 100% ///\/

L2 csH10, ST &: 5306

HTFH&: 13615 3,3-(2,2- 8- ME Z S 1) P ) EE-1,3- ——g)g(ﬁi):ﬁﬁ:ﬂ%
1B : c)7HWNO,
3TFK: 34840

BRUER X 147 ZEEE)REABE G EX’ 4.03
w76 EEH)EAABEAYR KB T A 1k EF
mE &k E S (-TMAH » Rk 25% - 0.25 E %k °>
0254 % » TEXEH) BEAYHINEZERBR 20/ - K
EHE®%  BES®WHEM ELO K CHCl, BEW(1: 1, 250
EX ) -S4V BER WMENRETES  E4& 3,3-
22-% (- AREZEE)FE IR K-1.3-ZE)E (E X)) K
e BB (5.12 38 > 100%) 2 & &l -
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A ERE AR LKL

N
N\ o )
Vi
OH OH 0"""“
o OH + N\/ TMAH (6 mol%) o
N s o 0
et . LB ;N 0,
23R cH,06 STR: s306 // \K
SFR: 120 ; 5
> \\N
7
1,2,3,4,5,6-75-0-(2-fAZ ) CRERR
{23 o, NGO,
SFR: 50055

I BERE (22 > 1l ZEEEH)EFBEH (7 EX’ 5.64 T
» 106 ZEH)ES BB EAN KBTS A LERKFM

S8 b W E E 8% (=TMAH > A7k 25% > 0.25 Ek>: 0.254

RoTEEH)  BEYWHMINEBRBHE 48 NE - £ 24 /)
BEBRMS —m 025 EX’2 TMAH- KR ERM%Z  BE
¥ Et;0 R CHCL BAW (1 1> 250 EX)E - & LW @
wHERA ERBENBRETRERRE ELAR2HAZ2ELCED
(4.12 50 » 75%)Z & & 3 -
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TZEBRELE 33'-Q2-Q-AEZEA K ZHE)¥E (Z
fe-2,1-Z“E)E(RE)NARKBZI=/2Z &

TMAH (5 mole%)
y Ng —EBEERT ~ N
o NN N0 1 N __m___&/.\\/\o L N A~Z
—Z.E Lelidial 33% L2202 - 21—
B3 caNo; e BRCHN e ratans - L S
ﬁ%!: 105.14 ﬁ.?! 53.06 ﬂ:&iﬁ:c,,ﬂmmoz

TR 26432

“ZEH(2 R 19 EEH)E TMAH(R K $ 25%

0.34 E2k>> 0.35 3% » 9.5 EEHE )R ZE L (5 E X)) 2k

THREPFBAERZEAMABEE(3.53 w661l EEH) - B&

MECRAERE  AEZBEZRE - FMESHBEQ.51

o028 EEH )R TMAH(0.25 EX° 7TEXBE)AHEEBER

MO 24 h- HEEEYR KA L B i#EE(Et,0/CH2CL, E

BHEBB L ZRBUBR @R - BEWELEEE ML (

T H AW Et20 LB EE > £ % EtOAc LIBBMED)

B4 3,3-Q2-Q-AEZEEK B )E(ZK-2,1-2 % )&
(REND-AKB(1.67% » 33%)BHARY -

KREBMEBLKEYWEIRE
LBEEE N-BREZRKRZRE

N NOH

// NH,OH
EtOH @y
- NH,
Zis 45%
N-SBEZBK
{‘Egﬁ C2H3N {,bgﬁ ) CZHGNZO
SFR: 41.05 ArE. 208
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ZHE(0.78 T 19 BEHF IRRBER (R AkdF 50%
4.65 EH k3> 5.02 % » 76 EEH » 4 % ) EtOH (100 HE
k)P BBERERTER 1 A CRBRRBRETBRE
BEB¥EWH iPrOH BE& » EE4EY N-BHE Z K (.63

™o 45%) 2 B % > mp 134.5-136.5C -

FTHRELE N-BEFRKZIKXE

NOH

N NH,OH
///“\\\///“\\V///\\\v//;éga BORRT
7H NH,
T ,
AFRE: 12521 fresk . CgH ;gN,O
SFR: 158.24

EH( R T.99 BEEEIRSER R AF 50% - 0.74
E k3 0.79 % - 12 EEH > 1.5 % BE)R EtOH(1 E X’°)H
REBEBE TH  -B2HEMAGEXR?) - 8 BE&AR
C BRKEHRSESYWEEBEAREBEEEZTRTER  EE£EY
N'-¥ R HE B (0.94 5 > 74.6%) B E # > mp 73-75TC -

RZBEEE 2-E-N-REZRKRZRE

NH,0H NOH
N EtOH 30-50°C
u\\//ééa 3 UNEF m\\v/lL\
-_— NH,
Lz hick .
#BR : C,H,CIN RNIEEZ
aTE: 7550 {25, . C;H;CIN,0
SFE: 10853

RZBEQ R IBEEFIRREERGYAKF 50%: 0.89
E k2 0.96 7 > 14.6 ZEH > 1.1 % ) EtOH(1 E *x°)
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FH 30F S0CHM 3008 - BAWH <Ll Et20 % H (3x
50 R - XMBABETER > ELEYW 2-8-N-8&

ZBR(0.81 3 » 57.4%)2 EH A EHEE > mp 79-80° C -

2-REZLBMIZBELE 3-E-N-BRE 3 (BRETEK)R
b B Mk < X OFE

o NOH o]

N NH,0H
PN )J\/ EtOHRT /”\)]\
@ ) 1 /8§ HN NHOH
f{;;iZ?Z!EO 67.8% 3-REE-N-RE-3-(RE D A Se Rl
: GsHoNO, 2=, : C3HsN304
SFE: 11311 FE: 133.11

ERELBMZE(l T 8.84 ZEH )R KE I (R K&
50% > 1.19 E k> 1.29 ¥ » 19.4 ZEEH » 2.2 % E2)R
EtOH(1 EXR’ )P M E B EHMEER TKE 1 B - FBR
LEEmBARKELENSEEEEZERYTER  ELEEGCE® -
3- E-N-XBE 3-(REEB)NIKEKR > mp 158C (45 &

[ 4] )(lit mp 150C) -

3-REWNBEAEA NI-ZRHREWNR IR E

' ' NOH
N NH,OH
/\// iPrOH 40°C /\/“\
HO 8 /NEF Ho NH,
3MEAH 60% e
{858, : C;HsNO ’ g ; ;ﬁcgﬁﬂ: .
: : C3HgN,0,
TR TL08 SFR: 10411

3-RERNKBREEBRICEEHEFEAYNRBRTMAE
AOCER 8/ Nl - FABRBRERBAELEMB KOG ZMAIN
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By @HEUVIBcE®RABD iPrOH ik » R XM B GE
HAE S E®E NL3-ZTEERNK mp 94T -

-8B EZBRESLE 3-EEII-(BRETHRINBREBYUIK
i3

o

HO. OH
N 2eqNH;OH o 0 N
FZ EOWH,030°C | o+ |
o HOAc
HO Ho NHy

Wz % "

i 32 3-CRETER R (@3- B3 (BT RN
- 85.06
CEES EH B oy
ﬁ%l: 118.09

MO % 11.8 EEE)E MM EtOH(10 EXK)
HRmMBEKE R AP 50%> 0.79 Ek’> 0.85 77 » 12.9 E
HEH1.1E8)  EAYWMN 40CEH 30 08 MHFRE
Re S (A BMZBEES)EBMRMUKGS EX°) - FNHA
SR ER(RAKS 50% 0 0.79 Ek’> 0.85 71 > 12.9 EHEH
1l EEVEEAYRERBRERE - HAMZBOG EXY)
HEASYHREBEHRIE BRENMBRZEBELRNSEEERT
B EAEY 3-ME-3-(BETK)IRNBE(0.56 3T © 40%)
2 HEE# o mp 136.5C(lit 144C) WMEEY -

E W E M FTIR & NMR % ¥ 4 4 41 T © v max
(KBr)/cm‘1 3500-3000(br) ~ 3188, 2764, 1691, 1551, 1395,
1356, 1265 Kk 1076 ;5 6 H(300 MHz ;: DMSO-d6 ; Me4Si)
10.0-9.0(br, NOH & COOH) - 5.47(2 H, br s, NH2) K&

2.93(2 H, s, CH2); & C(75 MHz : DMSO-d6 : Me4Si)

170.5(COOH X E E # ¥ ), 170.2(COOH * E E & % ),
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152.8(C(NOH)NH2 = Z R #E ¥ ) 148.0(C(NOH)NH2 X % &
EgE -

%) 37.0(CH2 X BYWIK 34.8(CH2 X E B BEY) -

CZHELE NINGG-ZRED KX E

NOH
N NH,OH
\/\/\ EOHRT My
2 8 NH,
%N 80°C 8 /1B
_— NOH
[ 75.8% 1
B3 . CHgN, N N'C- 9B Bk
S5FEK: 108.14 2B, : C6H14N402
SFE: 17420

ZEA xS ZEEEI)RREKR N KkF 50% 0 1.24
k3 1.34 % - 20 EHEH » 2.2 % &) EtOH(10 E k)
EEBRBEBR 2HEEZR SOCER 8/ - R &Y% 4
BB EVNBZIERENSEEZEZRYIYEZR  ELEEY
N'I,N'6-— R E T Z B (1.19 5 > 75.8%)=2 [ & & # > mp
160.5(H BB S B 168-170C -

O ROBEESE NINIO-ZBE X e (K)Z K IE
NOH
N
\/\/\/\/\ ;g;ﬁ?r " NH;
X, .2 H
N 80°C 8/)B¥ NOH
i, 5% N N SR
SFE: 16425 2R : C\0H,NO,
SFE: 23031

2Rl W6 EEEIRBEBR (R AH 50% > 0.85
Bk 0.88 % - 13.4 BEH - 2.2 % B)R EtOH(12 E %°)
HFR=ERB®Y 2 HREZCKR B0CER 8h- FRA
B ERERTNBIESELERNSEREERYTZERE  EEXED

N'I,N'10-—_ BRE X (K)1 T » 72.5%); mp 182TC -
-31-



200936749

- EZEBEELE -BE-(REEBRIFKEERK X

(o] o} NOH
N
/“\/ - o /“\/L
H:N _EtOH___@ﬁ;_» HN NH,
2 WK Z B 88.3% 3-RE3E-3-GRE TR N e RERE
ﬂﬁgﬁ . C3H4N20 'ﬂ.’a&ﬁ : C3H7N302
TR 84.08 oTE: 11711

2-MEZEE( B0 11.9 EEH)R KR E K (0.8 HX’

13 EEH - 1.1 % &)/ EtOH(6 EX )RE R THE A 2.5
N - PBREBTERBE HEZEE WL CH.Cl, i # - E &
EY 3-BE-3-(BREDKR)NKEMK (.23 T > 88.3%)2 H
@aE®E > mp 159C -

CEBEBEE N 2-Z_REZK IR E

NOH
HO\/ N o g:él); |-|o\)]\NH2
Z.EBE. ) 61.4% N'2- ¥R 7Bk e

ZERBQO 175 EERE)RSEK R AP 50%
2.15 Bk’ 35 EEF > 2 ¥ &)KN EtOH(10 E X’ )d K [E
BmTHESE 6 MEBEHBEINERER 24 B - EBEH A
BEMEERBRMAL(ZEL® > 1: 3 EtOH-CH,Cly) >
EAEY N 2-ZREZK(0.967 % > 61.4%)2 K & fa A

B ., mp 63-65C -
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S-ERBFEE 4-RE-N-RETHRZKIE

NOH

y N NH,OH N
[ /7  EOH @ AN
yp NFe
5-TERHE AW N R TR
285 : CsHeN, {2 : CsHgN4O
ATR: 94.11 AFR: 127.14

S-THRBE(0.93 > 10 EEEF)RRBEKR (R AH 50%

1,22 EX® 200 ZEEE)ZBE R A E R T2 10 B

O (LERBETEBRAERY  ELEYW 4-RE-N-EET K
(1.30 5% » 100%)” B & & 8 > mp 99.5-101°C -

B ZBELE 2.2-AR _EEN-REZK)ZK

F&
NH,OH NOH noH
N N EtOHRT H
\/ \/ 8 H,N NH,
il - 587% 2,2- B _EEEN-RIELZBK)
B : C H,N, {8 : C,H, N0
TR 55,10 2FR: 41611].“2: :

FEEHKZZE (Alfa-Aesan) B H B I LS W 5 &R
KPP AU ZRBFREN  CRBEBENREZTEHRER  E
AP EE MMM A  RHEAEKRZZE0.82 T))X
HREE(RAKP 50% 2.12 2 FF » 2.28 3% » 345 EEH » 4
B E)R MeOH(6.9 EF )R K(6.8 EF )T R ERMBEH 48
M - RBEBTEARERZYELERAOAKE > XLl EtOH &
B(40C) EHE 22'-FAfH —EE (N'-BEZBK)1.23 = >

88.7%) M A E # > mp 135-136C,(lit mp 138C) -
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3-FEERERNBEE N-BREJI-(FEREEI)RK K

FE
. N EtON}l]-gzg?0°C il
\\W/A\V//%¢ Ké?ﬁﬁ \\'/”\\/JL\
N . N Nz
:;iﬂ-%:ﬁiz 99.5% NP2 3- (PR )Pk
ATE: 84.12 e

3S-HEEBERBEO = 11.9 BEEH ) RKBE K Kk
50% > 0.8 HE ¥3> 0.864 7 > 13.1 EEH > 1.1 ¥ 8 )R
EtOH(1 Ek* )P T E®MN 30 F 50C A 3 /IBEEBZR
ZEERBE  RNBEEBTITRERRAB(EAZSFEEFSEHZ
mY) ELAEWYW N-BE-3-(F EKE)N K (1.387 = -
09.5%) B BBHEAMW -

3 (ZZ2ERERNEKEBELE 3-(ZZ2EKRE)N-BER
Bk & K FE

NOH
< ==N 1.5 eq NH,OH <
/ EtOH, [EIF%
N 24 /NE§ _ N NH;
< 92.6% <

3-(:%%?5)?5% 3-(CZENE)-N- R FR
: CyHiaN :
e B K S0

3(ZZERE)RKEBE (L ® 0 8 EE H)EK NH0H(R
A 50% 0.73 E k3 11.9 Z E E)H)N EBtOH(10 E xk°)rh
CEBRMBEERER 24 )R ZREREEZEBR
BEHEBERENK BEYARERAIEFNESEEREZR

T EHEREBRBEWLK EE 3(ZZEBRE)N-RERK(.18
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%0 92.6%)% [ G E # > mp 52-54C -

33I-AE=FAKBERERESE 3,3'.3"-A X =
(N"-BEARK)Z X E

INl HON NH,
NH,0H (3 eq)
EtOH 80°C
EI5%

HN N NH,
/\/ N\/\ 57.6% \n/\/ \/\‘(

N N NOH NOH
3,3',3"-{@;;?@%55 3,3 3"-BIE=(N-BEERK)
| : CoHypN, :
TR 17622 g‘?i c"f;;’;,’"’

33'3"-AE=ZRAERBQQ =0 11.35 EEFH)E B E I (
Ak d 50% 0 2.25 38 » 34 ZE H)N EtOH(25 E k) 2
BN S0OCHEMHBREHE  BHEREZBEER 24 MNB - BEK
EHEONBYWENRSEEEZYTLR  E4E£ 3,3.3"-8 &%=
(N'-BERWK)(1.80 3% » 57.6%)c HEHFKEEB > mp 195-
197°C (5 &)

3-2-ZREZEEIVNKRBEEE 3-Q- 28 EZ2 & E)-
N'-BERKZKIE

NOH
N\ 1.5 eq NH,OH
\\/\ o EtOH E3t o
o N N _uam I G g N NH,
3-Q-ZBEZBE AR 97.6% 3'<2'Zﬁ§§§;§é“‘:ﬁf§ﬁ
B : C;H,;NO, 2 CoHeN0s
AFE: 14318 TR 17621

3-Q-Z A EZEHEIAKBEO ® 7 EHE K

NH,OH(R 7K H 50% > 0.64 [E k%> 10.5 Z & H ) EtOH(10
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EX )G BB MBERRER 24 NIB > T REREFHEXR
HERBEABEREN RBREVYSNREZRIRKRFEFRSE
EZEZHRITEREANE  E4E£ 3-Q-Z28EZ&E)-N-BE
PR (1.2 3 » 97.6%)Z & & -

3-2-Q(Z_HEBREI)ZCEEI)ZEE)AKBEE A 3-
R-QR-(Z_HEKEIZEE)I)ZEE)N-BREAKZ XE
\N/\/°\/\o/\/ " I;Oe;;iNEI-'l%gH \T/\/o\/'\c,/\)J\NH2
3-Q-Q (PR 2 S8 Z A PR 2;,:\/& 3-Q-(- (" ERE)Z S5) 288 N-BERK

2B : cHeN,0, 2B, : CH, N,0,
SF B 18625 IFR: 2928

3-Q-Q(Z_HERKREI)ZEE)I)ZCEEI)AREE (0.5 =
2.68 Z2 X H )M NH,OH(A7/KH 50% > 0.25 E X' 4 2 EH
) EtOH(10 E k) h Z W K 80C ¥ 24 N » &R H
REHEABZERBBREERER BYEYHSHRZEHR
FRREEAEZRTELBEINE  EX 3-(2-Q2Q(ZH EEE
VZEE)ZEE)N-BERMKO.533 > 90.1%)Z % K & H

3,3'-(2,2'-2-AEZHE A —E)E (L Kk-2,1-2 FE )%
(EEND-_AL B EREKEE 3,3'-(2,2'-3-lF & -3-(BE
HEINE R ZE)E (2 -2,1-Z F ))& (8 £ )& (N'- K
ERAK)Z X E
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HON, NH,
N
Il
NH,OH (4 eq)
EtOH, 80°C
'S . I )]\/\ /\)]\
DN N N N =2 e NG~ N "
3,3-2,2-Q-MEZE R — )8 (Zh- 3,3-(2,2-3- B 3- OB KB NG — 582582, 1-
21-ZH)EE) R )R BN B
LB, om0, {EERR, 1 C)3HN;05
. TR SFR: ma

3,3'-(2,2-2-BEZE AR - HE)E(Z 5 -2,1-2 B )&
(BREN-WHKHE (0.8 > 3 EEHF )L NH,0H(0.74 E %>
12.1 EE H )/ EtOH(8 EX’)E HE E 4 3,3'-(2,2'-(3-F& % -
3-(BEERIRNEAK _E)E(Z-2,1-2 %)% (5 E)%8
(N'-#E R BK)(1.09 5 » 100%)H K -

B _HABEE 33 -AK_EEN-BRERKIZK

) NH,OH
EtOH 80°C
CHl T 82.1% 3,3 ﬁﬁ’.—-ig(N -FBEAEK)
HLEBX : CeHoN; LB : CH N0,
e 3T 12316 ST 18922

HH_AB( R SEHEE)ERERMWAS 50% 1
BEX° 1.07 % > 16 EXH » 2 & 8)f EtOH(8 E k*)f i
EEPMAB2HEBMIR SOCER S/ B - FRESWHA
BRKENBIERINBEAZRTE R  EL£ED
33-Fkt —HEE (N-LEFK)(1.24 T 0 82.1%) 2 H & H

# > mp 180°C(lit 160TC) -
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3,3'.3" 3" (Z-12- R (AR =2E)EKWNKEE
B 3,3'3" 3" (ZE-12-“ HRE (AR =HE)OEN-BER
MYye X fE » E4 EDTAEH LY

HN HN

// N
N\\\ { HON)\k /rKNoH

N

4.5 eq NH,OH
EtOH, 80°C, 24 /|\NBF
——9

16.4% N

N
/( \\\.N “2"\“/( \\\‘(””’
N// NOH NOH
3,3',3" 3"(Z4%-1,2- MR = ) R EE 3,3,3"3"-(Z5%-1,2- — E R (R =) M -REER )
L2 1 €y HyNg
7R 27235 B : C i Hy,N O,
STR: 404.47

3,3',3",3"-(ZkE-1,2-Z B g (A =& )M A K FE (1
¥4 ZEHEHE)E NH,OH(R 7K 50% - 1.1 Ex°> 18.1 %
E H )M EtOH(10 EHK’)Hh Z WK 80C M # 24 /iy > BE
BHEIIAANEEZE  BRUWEMERZIEBENREZET R
B E4& 3,3'.,3",3"'-(ZE-1,2-Z E 8 (A= FE )M (N'-

REFKI1.17% » 76.4%) 2z H B E % > mp 191-1927T -

3,3'-22- ¥ (- EZE&E )R E )R -1.3-2Z &) (
SEE)_HAEBHEASERKRES 3,3'-(2,2-8 (3-(BREMKE)-
3-EHRAEAE )R EI)RK-13-Z HE)E (SR E)EN-BE R
k) X FE
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S
X
N ///\/ \/\\\N

3,3-(2,2- Q- MEZEEFEALK-1,3-—H)
O (EHE) kg

112X : o0,

AT a0

NH,0H(S eq)
EtOH, 80°C

70.3%

24/)\8%

HOHN,

NH
NHOH
)\/\ ¢
HN O?CO NHOH
. \/W
NH

<

NHOH
3,3-(2,2-8((3-(BE I E)-3-HHAEE) FE) T
-1.3-ZE) (S ) B (N-BERNEK)

{7 - Cy7H3N Oy
FT& : 4052

333'-(232'%((2'%4% Z:t %g)Eﬁ %)Wﬁ'lss': %)Exﬁ(

W E N NHOH(RR K B 50%
Z2XH) EB&
i

&

SE)TAKERBEA R 2.9 ZXE F)R EtOH(10 EF )F 2 &

—a

0.88 £ » 0.948 & - 14.4

9’_[.

R BOCHEB 24 /N FHEHBECHAEZER -
lRE AR TRBEBELEAE NH,OH BE S EHEREE
12 /NEFEE 3,3-2,2- (G- (BRERE)I-EHEREE)

RE)RK-1,3-Z E )8 (5 )&% (N- X HE KW K)0.98 = -

70.3%) H BB & B > mp 60C -

33'-2-REXEAK - E)- KW i B

O HE K E &

33-2-(N'-BEHRKEI)FEAK B )EN-BERK)Z

K&

7 Z
©\/// NH,O0H(4.5 eq)
N EIOH, 80°C

24 /NEF

ER

HN,

NOH
HON,

[ T

N
3,3-Q-(N-BEPREDEER—E
3,3-2-WEFEE R —2) " FehE VRN R
: . 2B : o HN0
%?i: (z:;f.{zlszN TR 335

33-Q-AEFEAK ZE)ZRNEB( w0 4.46 EE
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E)L K EtOH(10 E ) Z NH,0H(1.23 EFt » 20 EX H)
mHE o E4LHEY > HD CHCl, BE - E4A 3,3'-(2-(N'-
REFREI)FEAR —HE)EN-BEKFK).44 = >
100%)2 & 8 > > & 81T -

NN-#$Q-REZE)ZHEEHEREKESE NN-& G-
HI3I-(RETRINE)ZEK Z XIE

o NH,OH (3 ¢q) Yo
EtOH, 80°C
Y 24 1 HON N NOH
//\/ "\/\\ & Y\/ \/\]/
N " NHy

NH,

NN-S22- W2 Z.5) Z R R
2B CH ;N0 N,N-#2(3-i - 3-(RE AR ) I BE) ZRERE
SFR: 16519 fBBR: CgH N0,

STR’: 23125

N,.N-# Q-5 EZE)ZEKO.5 % 3.03 X FB)H)BUR
EtOH(5 Z )% NH0H(0.56 EF » 9.1 ZEEXEH )R & » &
& N,N-# G-t & -3-(RETHR)I)NE)Z B % (0.564 %= >

100%)2 (5 € & 2% > mp 56.4-58C

3,3'-22'-(FEAK - E)E (L -2,1-Z E)E (& &))
“THAEBERKRERESL 3.3'-Q2.2'-(FEA KR ZE)E (Z -
2,1- - H )2 (EHENDE N -BRERNKIZC X FE

NOH

: NOH
N | . N NH20H (4 eq) |
X & °C )l\/\ N /\)I\
\\/\0 /\/N\/\o/\/ E',‘}*ﬁ:;’ HN o/\/ ST N,

———

3,3-2,2- (R — )8 (Z5-2,1- “3)%( 3,3-(2,2-(FEAUR — ) (2 52,1 —H) (@) RN
SRR PR nN0, bk ¢ REFED H2BHA: ¢, 100,
SFR: 2252 DFR: 29135

3,3'-22'- (R EAK - F)E (ZHx-2.1-Z E)H)E(H &)

“ WA B ® - 4.4 BEEFH)LK EtOH(10 E F+ )
-40 -




200936749

NH,OH(0.82 ZF > 13.3 ZEREHF)E®H > B4 3,3'-(2,2'-(H
EAMK —BE)E(Z /K-2,1- 2 E)E(KRE)NEN-BE WK
)(1.28 5@ » 100%)Ky #i iR #7 -

“EMAEY 33 -(4Kk-12-ZTHE(EEND_AKEE
4 3.3 - (4H-1.2-Z HEE(RENEN-BERNKI)C K E

NOH

N (o] NOH
x o 25 eaNH,0H /u\/\ N
\/\o/\/ \/\\ EtOH, 80°C HN o

S N 24 /N8 NHy
O 3328710 BRI~ R 332412 SRR SN -SEETII)
LB oH,N,0,
ATE: d KB chano,

TR 2425

33 (ZE-12- " BRE(EEND_RHRKEBEOA =5 BE
E)E NH,OH(RR /K ®H 50% > 0.77 E #° 12.5 2 E H ) )®
EtOH(10 E R )Z H WK 80CH# 24 /NEF ABZ R E B E
B 24 /B - RBRBB LBE NH.OH HBEYWH HE B -
E A 3.3'-(&Lke-1,2-Z F &8 (8 £ ))8 (N'-X E W K)(1.33
o 100%) 2 &5 1 -

33'-(IR -1 4-Z“ E)_HAEBEEE 3,3'-(IR B -1,4-_
E)E(N'-BERARKICKE
N-—_—__/— _/ EIFEANG (/\I"\/\n/""’

33-(REE-14-—H) " FkelE

ﬂﬁgﬁl CoHyN, 3,3'-(“11?&-1,4—:5)§(N'-ﬁ§ﬁm§)
SFE: mas B cHuNo,
SFR: 25832

3.3'-(Mk R -1,4-Z KD Wk B ® > 5.2 2EEH)RK

NH,OH(FA &K 50% > 0.96 E k3+ 15.6 Z & H ) EtOH(10
-41 -
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EXD)VPZHABMBEERER 24 /NI - CHRBEREY S
MEEZR BRUEFPRCEBHLEHNRSEEREZR D LB
 E A& 33 -(IRB-1,4-Z E)H)E(N'-BE WKW K).25 = -
93.3%)z HEE®E > o MFE 238C(E£>220CHK B FE) -

RELAMILEABEEBEACASYAEAREREE 1,2,3,4,5,6-
AN-0-3-(RERE)IEBRRNECEEZKIE

\k J/ | )l\|\ /,/L
(] o)

N,

% o NH,OH (15 eq) /lk/\

\/\0 /\:)\rk/ \/\N a]c())r:]. :; C \/Y

] o

| // KN ﬁ)/ \‘\(
1,2,3,4,5,6-73-0-2- M Z &) C R g

N

NH
. 1,2,3,4,5,6-75-0-(3-OR & dE)-3- TR KRS
gi: c:o‘:;;mo‘ FLEB: MM 0
s SFR: am

IR ERE | L ELEDWO.48 38 » 0.96 2 E H )R
NH,OH(fA 7kt 50% +» 0.41 ZEF+ » 0.44 %5 > 6.71 Z B H )R
EtOH(S EA)P B HEN 80CE#H 24 /K - AR HEH A
BEY NMR ot @B A%2E -  EVEBERKOAOZEIT
)E EtOH(100 Z F )f » % il NH,O0H(0.5 3 » 7.6 %= X H)
- RBREVNSOCHEBAESN T  MNNREBRBEKAEHESR
Yo BE&E 1,2,3,4,5,6-N-0-[3-(BRERKE)-3-lF W EC M
BE -~ (0.67 3¢ » 100%)Z HEBEHE » mp 92-94C (5> &) -
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THEREAN-BREFXFHFRZIRE

NOH

N
4 NH,0H
EtOH EFt NH,
ER

i N-FEER K
LB CHN 12K c;HN,0
TR 103.12 SFE: 13615

TR (0.99 EX3 1 B 9.7 ZTEE IR KHE K (R k&
50% > 0.89 E k’: 0.96 T > 14.55 EEH > 1.5 % BE)R
EtOH(10 E X )R E /K THE#H 48 B - RIRE TEREA
EBA(O EX)FMEBEY - BEEWU & F K EW
(100 EX°))E AFHBENHEABRBETESR - BEVWEERE
itk ELEAEY N-BEXHK(Q.32 > 100%)x HE
A E® > mp 79-81TC(lit 79-80°C - W A BRI A B AH

AR CEBYVE -

3-FERNBEAEAN-BRE I-FEAKRZIKIE

Z"
@/\/ o -
EtOH [EIjf
—————————
70.5%

3-ERFE ] N-JRE-3-FHFEK
25 ¢ 123 CH ;N0
SR 1:?:{?}; TR 16420

EAERBEOA = 7.6 EXF)EREKE (R AKF 50%
0.94 E k> 15.2 EEH > 2 ¥ )R EtOH(7.6 E %k’ ) &
mE s N-REXHRZ S AR E(EtOAc F AR FEHE)
EXAEY N-BE-3-FERKO.88FE > 70.5%)x H & F 8
» mp 42-43C -
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M-FEEABEEN-BE-3-BEXHKZIRE

NOH

2" |
. NH,OH
EtOH [B]§s NH,
97.7%

ig-EREX R N-FBH-3- R EF R
LB N B CH N0
AFE 1715 e

- R ERE( %> 8.54 EXF )R K HEK(0.78 EX°
v 12.8 EEH > 1.5 % ) BtOH(8.5 E X’)dh & K FE Kk 1
FsE N-REXERZFRAET EELEEY N-BHE-3-
BHOEEEHB(.257F > 97.7%)2 H B E # > mp 92°C (lit 88-

907C) -

FTEREEN-BE2-FEZIRKRZIKE

NOH
NH,0H
N 2
@\/ E_____>tOH BT
NH,

81.9%

FTHEM N2 7.5k
2B CHN B CH N0
SFE: 1175 S FR: 15018

FEEA( E 85 EEHIRLSEBR (MW AFT 50%
1.04 E X’ 17 EXEFH > 2 ¥ &)/ EtOH(8.5 E k’°)k &1 [
B N-BREXFRAAKRE(EIOAcHE AR ZEN) E AL
EY ON-RE-2-FEEZK(.0475 > 81.9%)2 & % & H 8

mp 63.5-64.5C (lit 57-597C) -
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HMEEXBELE 2-BRE-N-BREXHFRZIKE

NOH

HaN NH,OH
EtOH [a1§7, NH,
90.3%
Z NH,

N

AR RS 2-JEEE-N-REX PR
LB CHN, 2 CHN;0
SFR: 118.14 SFE: 15117

MEEEE(Q B85 EXEHF )RREKRM AT 50%

» 0.57 E K3 93 EZEHEHE > 1.1 % ) EtOH(42.5 E k3)h

O MREIRTE®E 24 DK ZBRERBEBTEREZYWHERBY

WA RK(S EX’)R CHaCl (100 EK*)Z 8 - H#HERN

ERABEIBEESEEER IR  EEEY 2-M % -
N'-¥R E BB (1.16 3 > 90.3%)2 E 8 > mp 85-86C -

R-FEEEABIRW-13- 52 K

4
EtOH [EF NH
N 85.4%

N NOH
iéiﬁc o REIGH-13-—H=F5
ATR: 12813 LB Cpno,

E_HBEOQ R TS EEB)RLEEMK (.9 EX> 31.2
ZEHEH 4 HEE)PN EtOHQS EX )P R E R TEAE 60 /)
o SRR BEBETRRESYWHEBE WL EtOHQ2 B XHE
CHClL,(2 Bk )Ml  ELBLEYRB B H-1,3-2f =
5 (1.18 3 » 85.4%) 2 ¥ % 8 B # > mp 272-275C (45 &

y(lit 271°C) »
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2-REXBEZLBEELARLEY 3-BMERBEWM-1(4H)-
B 3-(REKRE)3A-ZaREEN-1-KZKE

N NH,

& I
NH,0H N
N N N
@ =R Il =
85.9% NHy NHOH

LEEERLE
: i _1(4ED- 3- -3,4-= -1-
;’gi CHN, 3-fi L S 1(4H)-AS OREEE) SN -1- B
25K cHyN,0
TR im20

2-EEXEEZBO R TEER)REEK (1.7 EX
28.1 EEH > 4 ¥ )N EtOHQS EX° )R ZHEBKRE R T
B 60 A  CBERBAETRRERY - BE YA
EtOH-K B & (1: 415 BX’) ELABLEY 3-BKER
BE Wk -1(4H)-T 5 B 3-(RE K H£)-3,4-Z & B B W -1-%

(1.15 5% > 85.9%)~2 E # > mp 92.5-94.5C -

AERBELE N-BREAERZIKE

NOH
N

4
gv N NH;
NH,OH
‘ EtOH @3

POEED 0%
s N-JE R
: CgHJN :
AR 12916 e

WEB( B 7.74 EEE )R REK .71 EX°: 11.6
ZHEH 1.5 % &) EtOH(7 E X’)h 1 AO6 fr it #& X FE (
MU EERXREBEHH>S®) E4E N-BREANHEBKO.88 1 >

70%)2 YW e & B 8 > mp 85-87°C (lit 93°C) -

- 46 -



200936749

S-REMABEELEY N-RE-I-G8E£-13-Z“ & &
KA BRM -5-H R Z & FE

(o]
NH,0H

EtOH RT 60 /]\&F
0 B33/ NEF N o
& 86.2%
> S-AALRK PIRg NOH
e NES IR SRR PSP EE
%g: C]915']95):402 ﬂ:&ﬁ: CgHgNzOg
’ ’ SR 19217

S5-F EBRAEBE x> 628 EXF)IRKREK (KA KT
50% » 0.77 E k> 0.83 = > 12.6 BEEH - 2 % B )R
EtOH(50 E X’ )P X AR N EREH 60 /B AEZRER
T3 WAEZEZEIEKRERRAR  BHRKEFAPERZ
Hf ENEEEERYPER  EL4EY N-BRE-1I-5§& %-
13-Z @ EFXFHKRM-5-F K (1.04 7T » 86.2%) 0 & E 8

> mp 223-226C (45 &) -

AR FBEELED 4-R-N-REFHKRZKE

//N NOH
NH,OH
EtOH @ /@)‘\NH:
_
76% o

&)

LB :{;g;’-ﬁ%*ﬁ’ﬁk
2B ¢ H,CoN : C;H,CIN,0
SFR: 13757 ATFR: 17060

4-8FBEA R T2 EEF )RR EKR R AS 50%
0.67 Ek?> 10,9 EEFE » 1.5 % ) EtOH(12.5 E k%)
LEBEBBRRER TES 48 AF - RERETBREBEE HEB Y
WL CH2CL(10 EXR)¥i ik » EEE YW 4-8-N-BEXF
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Bk (0.94 % > 76%)2 1 5 B # > mp 133-135C -

3 (EHEHBEEAKEBEELE N-BRE - (XEBKBEI)RKZ

I FE
1.5 eq NH20OH
O/ ol B Cr \/\‘/
W

90. l/
3 (Kﬁﬁi)ﬁﬁﬁ N'-FBE-3-CRER )Pk
2
fr e AR e

3-(REHMEIAKE (1 R > 6.84 2 E H )R NHOH(R
At 50% 0.63 HE k> 10.26 E 3 H )R EtOH(10 E Xk’
CEBRMBZERHRER 24 N CRERBEAIZISER
AERBERENK REBEEYWIHRMAKQOEXR)EREEGY
LI CHaCL EEL (100 EX’) - EFMBE RN BB TRELBERY
EERBIMAL((CELY » E,O) BE4E N-BE-3-(FE
Bz )P BE (0.77 3 > 62.8%)2 K1 & E B > mp 93-95C (lit

mp 91-91.5C ) »

4-HIEFRBEEEY N-RERBKRKIKE

NOH

A"
NH,0H
| N EtOH @ I N NH,
N / N /
4-AHt e FR N-PBE SR
23K CHIN, 12X CHN,0
ST 10411 HTFR: by

Mo FE B = 9.6 2EHFIRZLEZR R K 50%

0.88 FE k%> 14.4 EEH > 1.5 % ) EtOH(10 E kHF R
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EfR THERAE 18 N BN BETEREZWHREEY
H EtOH H& & r EL£AEY N-BRERBK Q.01 =
76.7%)2 [E # > mp 203-205C -

NR—EREREREBES X FULLEEKEBELEYB X2
MR RES —RZERBEE -6 - 88 - 80 - & - 8 - &
@8 B RHEEBEEYUZIERE - S BMEEEG
LEBTUTEEHMAEE - AW W mBRERTR

(s ELSFHMUEBIREREARE - i€ BHIFERFER
EfF MWMIFERLXREEZEERF EFLE -—BRFEHRHEA
2 EYWEBFS T ¥2E# > H International Technology
Roadmap for Semiconductors(ITRS Ropadmap)fi 2 # 2 It
EcBRETR-

R EBEERBRER BEBKBER  -EHERBL
BEYREBEBREABY ST CREDEHBRYBRET TS 001%FE
PBRBRBRTCEABREBRIEHE - 8&E  HMEBLED

O L REREREREEEBRUBEZERBELA S W I K& K /XK
it HMEBLEYRABVUBRAKRY T HLERE
BREZBRREBRTPIEBEBERYN 50%E 99% - H &
REBRBARPCBEBEEBRLN 75%F 98% -

R—BEBEREREBES  BRHFTEBEUTER ()R #
—HKEZEEFTEESEL—EABEBE FHEEBEZAESE  (b)
R RRRES  DHESRBEEREZEE S (o) MU
HmBRnBHAEARES FRCEZBEFAREESIBE > DLE
S EEETEUAMRCEE () FERBEREHLLER
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e BEABRBRAMEARARACENEA R ZM® > XA
R EEEEELEYR K ZESE  HITZEBMEER
AR 1000 ppb EE G & BB E KNG 250 ppb - LI E
A RBEREEBEBLEYWHESYRRABIEE S k(e)n
HEODKZREEREREBEERBELEWERKRY -
BEBELtaWERNERYEBELELERERMRSTRE X
RBEET BUAKAEAEZISFHRASBELEZIRE - &
FEREBERE - PEEETROENFHAREREZMB AL
HFREEEETFREER DEHSRBEKZIHEE - &E
HRERETZHTBEFNERF AR RERBRRER R - E
B E . AREBEEBSREB IR BRFERI DI KKK
BEEHHECEHERHKEELDLH 5SMohm-
FFEBHE—SHEBEREBEEHABCBEERTRLE > MR
TREOCBREHMEMR -
REBMIEBERBEBEA KRB HE U AKKKE - BT
A< DI AW EER & FEHBLAF “& DI 7 (H - 18.3 M O

ohm) °

BB ARBREEEREBLEYEBERIERAR B EERRM
BB TEHERMIARERBELAEYERERZIESHY
AD # EFLEESEEEABRECHHE FTREEERKRBELSY
EHEHRYPACERRERES  MEBETFTBREER K

BER A AESER A RIERECHEB LA
MEREARY THRR K2 H BXTBEELSYE
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HEaRD EAREERMBEHFPEHER -
BECHE TEEEERIBERBERE ZEEZEE
B Bl /@ #E H R R CUNO, Meriden Connecticut »
BECHABREGHE THEBEEFRERABRERREBERBRBIARZ
B ZERABREBH FEBZIREENF
- DOWEX M-31 F DOWEX 650C UPW - » & B Dow
Chemical, Midland Mich. >
o - Amberlyst 15> 8 B Rohm & Haas Co.,Philadelphia
Pa.> R
- DIAION PKT228L, DIAION SKT20L, DIAION
RCP160M B DIAION CR20 - 78 B Itochu Specialty
Chemicals Inc., Japan -
DOWEX % AMBERLYST B S S X ZR R - Z & &
LB RY  H E > HXBERABWHRMEAE - ¥
o~ #F R Hftt B EME ERA®mEZEZENMZ DIAION
O PKT228L #flf > RHE —_ B RBESBEEEEZEH®
DIAION CR20 #fs - A S BAULERY - BB %EBE® T &
EESHEBRERE B ER 0FE 142 pHEE T HRBE
- BRES E & E -
RERTREEAERASBARBEH TFHE  XHE2SBH
Itochu Specialty Chemicals Inc. Japan 2 DIAION
RCP160M ~ SKT20L % RCPl145H- Fi B L S R Is % 8 ¥ Z

e ERY -
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i 1.1.1 RCP145H | 1.1.2 SKT20L | 1.1.3 RCP160M
2K Br-R-SO3-H+ R-SO3-H+ R-SO3-H+
b [SE£iRkS gzl %

B A H #I H %I H &l
& & (meq/ml Fffi)
B 0.8 1.8 1.5
RE2E%) 1.14 61~71 1.1.5 50-60 1.1.6  45-55
KIS T
F2 1180 (%) <5 <5
i 300 1 (%) <1 <1
>710 m(%) <25
250-710 m(%) >75
BN ~T (mm) > 0.4
B EREL <1.6 <1.6
TREE () 734(ref)) 777 730

MERMBYEBE® FEE DI ARESBHRBEBESRK
CAERRELRBEMERAN - EABEBEAEAES B M
BEEEELAYEB S THREEMNMNESLE - &
RESBEBARBABRCHBNELBHHENRLEES
ERZ2HEBLDEE 5% ER(ZH)HDPE) - B EE R
(W )(HDPP) - R HEi it - REE KRBT  REEF®RZ
MEZNLEEE BEFEARAFELEFEEBBRTREZAR
M E B ERAT R  BWEA 100 f EEEREE -

BECHBTFTXAEBASBEEBERE  BYEE
BERHEEEELH 11 ABE>: 1 2R EHEEIL
A BN ABREEEBEK-HBEABEEEE T E -
WK E % E (

)

- %
z

RERZRTPTEEED 18 in(46 cm)Z HEE -
-52 -
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ZE)ES BB - S K% @5 HI B E B EE &R E
ZHEAERIEBHERRB L K WE AR -

HREREHFTHaEEWROREERI)ZERTEE B E
BMEZAERNBHE(meq/ml) - FLULEZBEBRRERY <K
g % #E 06 B flr & Fr B A0 -

A —HRREBEERE - _HESHEHARTEBAL/K
THBHLEEFELHES BRECEEBEEBLEYHYEZ KB
HETER -

BERWMERBEERMER F A (Bl > #m) - it &EG
EAWREBE HBIERABEEEEBLEYD S REHRS
R ERREYVLEIRESARBESESRBEEER -

HEB - FHILONSBEHEMEEE S ES - 38
LBEHNELR 10 MAZCERRESRE  -BRLATLEET A
FEHBRBEBCCBEHNWENRER > 0B 6%4H&®
EEEAFR  REZENBSXZX2HAEBERFZREH®E - B 5
07090-62(Cole-Parmer Instrument Company, Vernon Hills,
I11., USA) -

EHZH  REBEMEEGHEFRHEBAEBEZZAESZREAE
MEBRSIXMMUMEE - Bl - 8 DI kK E® > LEMEESR
BERRAKBEEMH -6l BHETERED 0.5 %14 5@
B BEEES -—EHEB®EC DI K¥%E#H - DI Kk E
EAREBMCEE REBZIEERFIRBRAOE BB E® -
DELEFRBREHEZIEE B a&ERER K KER
DEHAEZBHAEBEEBE)ERE - #0FHMF M8 - H&
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EEAR DIKFH 228 1I0%MBRIER ZRERF

B4 BEE BEZ2TEHRMEBAE Sulfuric Acid, VLSI,

95.0-97.0% K HW E F E R EEKESLBRE RS> T E &

(Mallinkrodt Baker, Chesterfield, Mo., USA) - T f§ A H i

MEBBNARE  REFREARAEFEEBREZLFR

B BT R EERARMEBGE FREL
BT E - —RESFRICE@QEBUEHREL Y 40 ¥ &
Bi B /0 R BE (1400 eq/m’)--EHBIEBE B HE Z # I #
L R(MNBEREDLH 075 EELH 2.0 EERE/E E B
THREE -

B RS TEETES B (o) % AR
BES M A E2 S BMEB()BE » &4 %E S B (b)E S
HEBEBIMAFEEIEREEE T RKAES  UEELCH
BB ELGFERAS RS ERR FHEEREERAESE
mRE -3 HEHEABABEEONETEWMS > — KIEEE
BHaf(OWHFERRBRsBEEDERED
e ROBERELH 30EELPY 4.0 EEZHB/EEH
X B ESE  FBMEERKBEZDL DI AWM BEHHEZ
EHAHMBELEHH DI K - HEEBE LD ANMEREEH
B EEEREDH S Mohm THBYIES ZEMIFEH
 HBEHEA BB RE M DIK FREE R -

BE4BRAER/ZENLSBEESNRINIHHE
THREXRCSWEFRLE (WS B AR 1000 ppb H @ 7
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EBAKK 250 pp MBS EYHW K EEHE WE % W H
RRBREEMERS  BEBIYEH -BERWEENZFE—
ARET - AW BEHRUEHER D(FAOFOEHRER)
mEEBREGE THEE  FERIFHFAR B EWE TR
Mo MEEE  HEEBREL KAXMHEERYRBRGR
BMiERZERER LT “ZKRKEMBER" (EBCT)H KX H
E EBCT RREMARBIRKHE —ZERKRBEZKH - 2
O AKEHERRBHEMRGEZBME - EBCT Al BHELD 1 4 #
CBEED S oE O EFEEED 1058 RNEEED 15 5H
# o o EEREHAE SHEHRECFARRRE -8B ER
MEDHKTEYE DI AERBR > WHEIKEREZRZE
— o EBEELSUFEFRER Y HREIFRBEAHEDWZHE
B HEBZERE-—TRE  HATFTETERBRK -
THEERIEEEEGFALAEYIRERESEBR L EX
BHEODTAEEBSLEYRECEREE - AFTHEHE S —
(4] mEASEEBRE  HWR®HFE UFIBLEZCEHEEFREA
AU EBE B IHIEK ML DI K -
AEHFERCHE " REAUERLREEE 25
MYUHNERRBNBSCWHE RHBUEEHZ 15 ml B8 - K
ZFHAHEMACmHE "2 RAULBELEEAEBRIEY
WHRER HUOEBEATRAKRBKERH 600 ml AEY

REEZHBEIBEIN RGBS MAAK (=
BB om - &6 8 W &8 8- 8
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E) BEMEBEEHUBLESR  EB2TE K
REVHBE —BREETRFEHRHE - B H R #E
WERAR KWEEEFBEEBELBREZCEY  BEBREX
EMEETAEEREY K E ETRB D WA AT R R
e FBERBEABREBEE THERER -
BERELTHERNFRECHEERKBES  WERXFIED
TG BEEFGIABYITTHEBREREI X% HE
HBBR AW ZERXEURBEAAUDEHEEREBER > 28
RMEUEAREFBRIAETFZCEARNRBREAEFEMmRE L
BEERYE LELATL>IHALAFARE  BERXRER
HREBHENEBEZSBRE HLEEBEREBEREFTERZ E
BEa#®uE -
EHBEERBEE DB EEEIBLEYE &R
- BB EYAKRKBEBRIABRENESNEERT K AN
HEGHRE  —BRBFAERARRBEHEBE - I > FR
T0%EEBLELEYWER AEBCEBRETERMFEN 10
CTESOCHZEE > UN#2P KL MAEME-
cBAWMYUYEAAEMEEZCHESE TEET  # AR
FE 5 & & 8 E % (ICP-MS) -
HEHBIREEEBREBLEYWER  HUAFHME
BWE > BEHEECHAESBEESSIM EARFL LA
SEBEBNAR "THEBARVEZBRREREEKB L
EYHBRYcEERERABMB RO HEET R
B BE A S R Hf R E R e ATt e
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BH-EcBREABIBFFEREREB LAELZ
BFR - -LEEMWEAZBTLEWMERZ2AD -

RRE -EBEEALAZHEARYBRBEABH ST ERLS Z
EVRREM NG EEMHMRARMB HE - Fasm - BE
BERRXLBEIVUBERAIAREBEREY X SHTECLEEEM
HUZABHERDCBABRES  DEEBEZEN AR
HimE  HWBEBRERBR "BEB®R” - "HR™ BHHEZE

(s MEBEBRAFEIMH HUAOIRSESEMHTBRZIBEY - &
MARBZ2RBoRELETFHERREERB IO HFHOR
HEEH BREMITEEBEME - EREMBHBRAEEAS

ZEMARBANEBEBRUY BRI ERE RSB

AEAEFHRREXEBFIERAZITHSE "8 TEE
B =B BLEYWRHE_KNESZEBEZIHEY -
(4] CBRXEXNEBABIEEFETITRNEBEEE - W
s E RS -8 -8 -E/HES KB HREH
A EARFTFERBREIEB I _NELENSEE XS
BheaMBEY REL BB RNZESBALY -
CEBELY  SBAEUCYR/ R EFREZBUN CETF
K ED(EOHR - BRI EBEERE_RESELZ
HE? -
EFHERAUREREREBRBIUY R IHNMBEBEW
WEaRALY A 2E8ELDRUBWUAZCEFHLE
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MEWMBE MR AREEHIWHMHERAE ZRE
ZEZHMEY -

ABPHANERADEMN RS T EHERRBIHERYD
REAKEBER ABHERVWEESELBRE  Z2BFE
NERESBETCEHEBEY 001%FEH 80% BEH 1%E Y
50% 0 BREMEMH S%EH 35 EENCEERFLALEY - AR
AR ATE - FTEHEH 1 EEREH TS EERZHRE
Bl o — > BARHARYHBIERBERITEE —F L
DI A#%HRBMmMEMHR  ®WEFRFEH "8 DI KXHEREL F Y
HEY > DUHBEBERABEK - “"#" DI KEAEHESEMERK
B o W 18 M ohm HES - B - FTEFEH "8 DI
Ko RRBEETHAEUEFERERD - BOEM 100 #&
mEZRE -

AULERBEEMZCABABRTITESERKR  FAOBHBRKHA
B MESY 0.01%EH 5% - ZBA K A B HBE
BB BERE AVE: REARR O EUPFTHERRIEAR
 BUEER - EE - 2B BRSO ORHEH_KEZE
Z ey -

AURBEEMCBERATESHENY 0.01%EH 50%
CTXEZENE ZHBUBNKELEYD  S&LE - &
S Esg - RBREKR REXREK - KEKRK - EMigH
—_HRESBEZEAED -

AUBEBEMZBRAITESBELY 0001%E 13
05% ZHBLKLEY - BELEVWIRALE - ARAE - & &
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KERE_RESBECHSY -
AEHBERAEARD P EEEME SR BEHTETS
1 0.01%FH 25%  LWEHMESEBTEEHODRXTEH -
Z Z WM ZB(EDTA)  “ W Z E = A Z B (DTPA)5 H
CREZEZCHEEY -
AREPHFBRBUAAKXYITEBFEEERSH 0 01%FH 1%
FEHEER AEEEHATRBESE-RERALERHE
fit B &0 5 E S Mk -
plan ABEABREH 1%YEBEBLAEY -8 1L.5%EH
2.5% 2 BEEE - 1 05%EH I%NZREEENH 0.005%FH
0.L04% 2 EFALFXREALBHEEAR  -HEBRIBLCED
3%MEBALEY - 8 1.5%FH 2.5%2 88 - ¥ 0.5%FE 4
15% 2 BEKE ~ ¥ 0005%FE K 0.04% 2 & F 1L 8 K &
0.L05%E W] 02N REE-REBRALEYKREL L HHEHEK
- HBEHE B -MEBERABITEERY SxEEHEBELEY - 8B
1.5%FE K 25%2 BB M 0.5%FH 1% RERK k8
0.,005%F # 0.1%Z FR AL EREAXLHEMAK - BT
LFrEESHLENE &S
BEEMXBETHEARKYIEERERIEHR —REMED
MEMABERFEBEMER  FUOGw - BEMBR
BT EHEHEHENREMNERHE FEABRREBEEMN LRIDUE
REBHEEN ZBUTHEDBBRER  BEFH  BRBE
B B EMEMBESRRE - FHAEEE > THEE
FRAMBEEMHFEER
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BT EEETES  BEAMNBEED €48
0 F# 100C » E#H 10 FEH 50C » &H 202 30C 5§ H
N BE BE-BREMR ABEMIBREBRIBEY -
BE RN FETE > AWES 1 B4 100 H 8@ > %4 3
B S0 A KM 3EM IS HE RP 3EH 20 H @
LR SEM 10 KA SEH ISHE KK S EY
W HBEEN -BEEATEEFEFAABH BRI ER
BB 25 P T OREE -

S HETRER ARG LT - WAk B
SRR R K WKW — K EE A2 K
BT o Bl % E H RIS 5,981,454 FF 4B % -

MoE R R BT

ABAFE 1 BETFTXBRBEEERE R &k B8F

BEHWAIFFBEREEH FODHAKEFR 17.8 M ohm W E KX
~ % H {# % - B B B Barnstead-Thermolyne(Dubuque,
Iowa, USA)Z Sybron-Barnstead NANOPURE II “ Bl H &
T BT EE

REBAT  BHEBE FRXBREBEEREE 2.5 cm H
Rx100 c m I WBEBBRBEEHEZTEREH 24”7 (61 cm) - & f&
BE#% LU DI AWME(TERR) BEERLEWEHEHFRHED 10
M ohm- B HEEHMK 10 ml/mi DI 2 KRBEBEZ 4% & (&
FHR)EHE(EFAW) BHI DI AMBE(EEHAHR) BEE X
EMEERMWARAEYEEFRRE) ZKRBE®RE — F L DI
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KHHE(FER) EEREYWEHFRHEAHREDS 5 M ohm
" RMECEEBRLEYBERERATHEREN - B
BhEWBRBEZMN 10 ml/min TR (ERHEESE S B
WIMBEFABEHEZIERE - BF > B/FI 15-ml KFH
MAKGE 600 ml BEYWIEACLU DI AMKE=ZRZER
LI A ICP-MS(XBR & D)W E&B -

B A®E 2. HACP-MS)RERA ERES
BMBELEVWERYTSBHME /AR BE -
mMBE B ATE 1 PR EBCEKRBLEYREI DI
KR BEREHEBRERSEREL (CP-MS)H I T E K
ERERBEANCKE > FEWM 10FE 1 HH-
FAERBREBERSNER 100 FK EEZBEEF T -
BEHETRABEERRECBARFIFETERZHAERF
& 1 ppb(+ROZ 1 3% > ppb) - RBEEABE Z 5
ims > REAHEXSEAKAAFTE &4 -
FTBEHCRBEFERSA Shield EE N | &2 Agilent

7500s B, 7500cs ICP-MS & #i (Agilent Technologies, Palo

mEt'

®”E B

Alto Calif.) ; ChemStation } FileView & # #k 8 (Agilent
Technologies » 2 B H] & ) . ASX-100 Micro Volume
Autosampler(Agilent Technologies » 2 B §j 3 ) ;5 Mettler
AG285-CR 43 #f K & (Mettler-Toledo, Columbus Ohio) ;
Biohit e1000 B F % & £ (Biohit Oyj, Helsinki, Finland) ;

1-ml 38 W /& % 58 (Corning, Inc., Corning N.Y.); 15-ml &
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50-oml EHF B REBEZRKEMBE L E (Corning, Inc. > 2 & Al
% ); 18-M ohm % B F /K (ASTM Type I1 7k, ASTM D1193)
S ES (WHEE S ARG-240L, MG Industries, Malvern
Pa.); & i B & (B 2 % > MG Industries » 2 K §7 3 )
100-pL PFA % 35 % #( " & & (¥ B & % PFA-100,
Elemental Scientific, Omamidoxime compound NB) ; 2.5
mm ID 2 &8 ®EE (W H BB K G1833-65423, Agilent
Technologies » 2 R ) 6-ml BHENEREBR (B H T
2 G13160-65303(Agilent Technologies® 2 REI ) & H
£ 10 ppb 2 Li~ Y- Ce~ Tl & Co #y ICP-MS #% F ¥ % (¥
¥l 45 % 5184-3566, Agilent Technologies» 2 R Al X ) H
Inorganic Ventures 5 8 & it fE # DUPEX CAL 3A % g6 &
= # 5, (Lakewood N.J.)» & 27 & B 100 mg/kg Z JG
FHEfFtT+ _HEEZEZTHE(Na> Mg Al- K+ Ca~ Cr> Mn
+ Fe~ Ni~» Cu-~ Zn & Pb):; ULTREX II 65.0-70%#8 #i 8 B
(J. T. Baker, Phillipsburg N.J.) 5 OMNITRACE 69.0-70.0% o
S B (EMD Chemicals, Gibbstown N.J)EH# FEMHE H): B
FEFRESY 5-L REZ K HZRERBZE & (VWR
Scientific, West Chester Pa.) s R AR F A B H 2 BB &£
(VWR Scientific» 2 REix) - & k & ¥ 7F & 2 R & E
B PR - —RABRSBFE AR DI K EE M
OMNITRACE M B LU HE Y S%»ERMBEM - BEABREBR
BREE  ZEREBERERVAETEREBEHNESRE R
BAMEBER T - BLER VHERBFIRERD 16 N
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C HBHHHE > Bl DI KX WK EHHEHBEERER
K- BEAdJHEA -

RESELRBEBREAFZHE 500 B FA (pL)Z 100 mg/kg
CAL3A R BEELREELZE S0-ml EhmEHFE - FH
DI k# B2 50-ml i > BWKRMERS “1000 ppb # {F 12 #
T HERESFHE 1000 ppb 2% 12 A4 WY - B 500
hL 1000 ppb R EFE LK EE 5% E 50-ml B F > Dl DI Kk
Wi FEE SO-ml A% - MAKMEE “10 ppb BRIFHEE K"

Y BREEELFEFDERAEH B R2E -—AZUAHFEEE
CESFELMERE BAXBRIAK A FEBAK - B
1LOml @A AREEABELZ R IS-nl ELEZZSEF -

TR 1 IRZCENBRFEFELEIREEZEE S & -8
fE<< &L DI ABMEBE 100oml £ B EBEEEKFEZE
BREEEEETON -

= 1.

9 B“;IE FEE VLA IFIEHE 5L 8l 7_[:?
s, i ml —
O aga 0, 0 o
0 1.0 0 0 10.0 0
0.1 1.0 0.1 0 10.0 0.1
0.5 1.0 0.5 0 10.0 0.5

1.0 1 0 10.0 1
2 1.0 2 0 10.0 2
10 1.0 0 0.1 10.0 10
50 1.0 0 0.5 10.0 50
100 1.0 0 10.0 100
200 1.0 0 2 10.0 200
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e E 15-ml BELOEBERSHRMRXRFERBE B 1 ml F1B
REYWIEAEREEE D EHEBEBEE > mHKERKIHASG-IWL
MEBR HABEFEEZHEE 10 ml BREHKEBEEE
HERBEZELRBEEEERETON  HBEHALEAKE
B AFE FERABRICHEGCEXRAEDORBFEARCHER
DEHREEREmMST HE -

EERAREEEREESCBGEHE TRER - £ 17T HESNM
CHRBLE - -FH 1| ml BAREBCEREZRERNL S
% OZEAEERAMEEIBEAREREAXFERESR 10 ml-
FEGRREEZCRPBREEEZETON - st HAAEEHGEK
IE?Elttﬁ?f’ﬁf‘r“a‘%%é%‘?%%%%ﬁ%$°¢t§ﬁ%ﬁ%
SRR CEHERABRERBRABEYYAERO & T ET W
- R ARABREHEHREESNMWESE 32,000 ppbp RKEFZ R E >
2 R’ T -

BRIEFSEBHERM  FHAAESHERESR Shield FEE L O
Agilent 7500s(Z 7500cs) ICP-MS R i F# H ““ EBH" (
K RF I RIKHET SERENRSERGEHETZI —RBH
ik 2- BBEBERABHREHEEA&ENE - £ ATk

A EEE -

op

N

N
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=2
B —REERZHY
28 BRI

RF poser(W) 600-900

AR R & (mm) 11-13
M5 -H(mm)* 2 B2
JE%F V(mm)* 2 B2
e R #E(L/min) 0.8-13

B5REE(L/min) 0.0-0.4

IEREEE(C) 2

* EEHERE R AT REEVNE

ff A H %=L 100-4 L PFA " E 28 M # 100 pul/min i
HTHABRREBEEL I ABSEBAN - £8 AR EBK(
2 B A2z )A & Agilent 7500 ICP-MS ChemStation # {§ F
Mz 8 =~ (# 5 G18333-65423, July 2001, Agilent
Technologies * 2 R Bi X )F % ICP-MS - — & » ¥ F &

o kZESGSHEEENL  DESHH Co PERREAK(ERE/E
W m/z 59) AKRERTERERBEERTEZIERERE
B /N(El » m/z 40 m/z 56 > B m/z 80) -

EAR m/z 40 CEBEHRWEEEHEHERK > 7 A
Agilent 7500cs ICP-MS R Z R EB G W EHE - K FE# #
RARIMINZCEHEERGEHEHE - @K 2.7 mU/min i & E B
KRERSE KXREBGHZIERRFAHYE M6 2 5
Agilent 7500 ICP-MS ChemStation B {E F M (2 B @) -

REBHETEE - TEHHRUT “H &
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% 3.
R e - — iR E R B2
28 IEE BRI
RF poser(W) 1200-1600
SR (mm) 4-10
Y& -H(mm)* 2 B+
{54 V(mm)* 2 FE42
AR FE(L/min) 08-13
BE %A (L/min) 0.0-0.4
EAIRE(C) 2

* EEHEREIAN AT REENVIE

ChemStation R BB H FE 2B A ZLHZLHEAAKE I K

FEELIONAERHEBINGE SN RER2EIRE

4 o
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*4
ChemStation B 28
it ShEEe =EHE ' EELEY

vaRiIEY!

(m/z) HIERFEGE)* KB SHEREGE)*

Na 23 0.5 3 1.5

Mg 24 0.5 3 1.5

Al 27 0.5 3 1.5

K 39 0.5 3 1.5

Ca 40 0.5 3 1.5

Cr 52 0.5 3 1.5

Mn 55 0.5 3 1.5

Fe 56 0.5 3 1.5

Ni 60 0.5 3 1.5

Cu 63 0.5 3 1.5

Zn 67 0.5 3 1.5

Pb 208 0.5 3 1.5
*HEMIRNERLEERE T —BERNE 2 M EEKR

BRI AR

AN KL ELKHEKEMIMAE ChemStation F &%
RE  HRN#AGEETEELK EHRLESKHERMEREE
M FABLALEFHH EEFRANGEGERERE > %
AT REA 5%(n=200)z R AMHHEFEERZE -

ChemStation T EREEZEED 20 M AU E L A B
ME - AMKRERBFEREESEY 3%EMMBEEZERET K
wy @ B E A K -

E # Agilent 7500cs(LL T “H &" YA EHR > £ H
AFE HEHMBEB=Z ChemStation F&% - EERXBEURE —@E

 FERANEERAESE S B E LSRR - R B2 S5
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REBBREREMNS  RABEREBEEZER(RXR HF B
—fE@r—HBEEALPEHNKRSERRN > EBREA ICP-
MS R BHESRSYT KFEEEBEEEREOE)
pp)EHE &R SR E (200 ppO) T ERE - 2 ATA B H
G B # A ChemStation W #% H FERX STV IR EH R
BHEH  P-EED 095

BFHE - OSERAEEARCIEHNESERAN B
HEBA ICP-MS R CETNESREN > BERERER K
ABZAWN -  BE - 7 LT ChemStation IH fF 5 £ -
ARGt BELHAAEREBEGSGERR ABEFIES - EEE
H B $EBF > Agilent 7500cs (R AN IEF » F HEHLU A X
[l 2 ChemStation % (2R LT “H&” o) -

FMAEALRERESEESERBEFHEAR >N L EEFE
KEEHRSM  UBECHNEHRRMREZFEVEZE ITE
B -FHEAELMMBRESELREBELAEHETEMESF N F
—REHSFH 12 BEERL - - HFEFIEEEL-—EBHEH
Blon@EMmEBE DIKMERKWESRSEZOME -

EEBETMYVBRECERNRBREEFZIR& 2 W
HFABEEATRIZEXBGRBEERY -

R IEAZ % 5 2 & R A LR ChemStation B # & 47
EEPELEAMABANRKRENR - “EBRE™ RIEMHBKKRHARE

al

#8 5, 0 ppb-~ 0.1 ppb~ 0.5 ppb~ 1 ppb - 2 ppb H ¥ & & &

£ 10 ppb "BRE™ REHMBKRHEEZE®E N 0 ppb- 10
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ppb~ 50 ppb~ 100 ppb kK 200 ppb- &5 — @i #g & L FE E %
BMABEEAAR A BRBRTX) - 5K %#EH
ChemStation B %5 ¥ #1 5k 41 5 # & IE #h & -
FiARAKRERMAEREHRK “Do List” 4 EH -
T EERGERLEEZIHRFREGE )BEARFEER FileView
BB b - FF Bt DL spreadsheet X ERK - FH S B E #H &
EHELLA S K  E4£%E 4 spreadsheet X Z B R -
o # 2K B FileView Z i R iR 8 H #@ 1 spreadsheet 1§ =
RO ERFREBEBREMBTE - EF 8 £ £ KB E
MEEULECHERES R EHECTH -
plan » EREWNEHREERBEEHBRZS 0 F 2 ppb o
A fEM &K 16 ppb Z HIE (2 ppb U —KHEEBFHH 8)
FHNEGREGBRIER HLEHABRERFRESRERE
Bk AT AL o A M KRR EME 32000 ppb Z W & (2 x
200 ppb RLL— &% 80 A HEBEARI)FFTERZRZIENRK
O BEHEDW-
BMEBLEYWITEREZCELFELERFTS M -
EREBICMASEETFEIRAARREILZ B
pg/kg B AL (BN > 4.7 ppb BB R S pp)HEHE L =M F X
HF - 1 ppbH<Ippb T HERILHKZR/EZEZM | ppdb> UE
EITTE -

HEHSZ "H&iB o
EFEEERBEH TEHNERERESELFE ICP-MS #
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EH  HEHRECTEEAMLRTERA 40 amu 2 T &
- LER P ICP-MS S HEEFBHBEERIR(FER "m E
BT BHFE) BB FTESHSELEHTHE > XKELEKRIHE
I - % A Agilent 7500s ICP-MS R IF &R A L & & &
7 e

F#k Z Agilent 7500cs & fif il IF &5 % St ¥ o B 5 &
ntEA O REEHFBS - EEBERFABRFEERTELR
ERERDPATEHERBET - 7500cs SHENMTNRERKH
oM BCHEHOKERL  HEHSE KEaFZAZXETH
 HENLNTRENETZ —BETEZISE T -

ArT + H, — Ar + H," (1)

Ar* + H, — ArH® + H (2)

EEHMEBRE(MDZBERT @ BRZ Ar X H #F B4
A BEEEHE m/z 40 BEHBER - ETEN (L&A
B Ar'# R ArHY ) HEME TR m/z 41 @l E - Ca” RE X
EE TR H KE; HIL > KE | kK 2 Z&ER > £ m/z
40 £ A HEI B Cat - B {RfH B Agilent 7500cs ICP-MS [ F]
L A ESHrMERG -

TEERE ICP-MS HHEHcS - EHHEHERZHRKE
ABEBRE BEREAMETBESREREEERSTRYDZ — -
M AEREEELREEERERMABZERNA & > &
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FEKRKITEBEEMEKBEIEREGTRL THEREELREH
ML tCteMcEEREZOEBRFEC M A FEBERER - It
HEMEAEETHR T ERFAREZERERBHMERMZE
go

Bi st ICP-MS H ik 2 2 E & F (£ 5 Agilent 7500 ICP-
MS ChemStation # {E 5 ffit (#£ %% G18333-65423, July 2001,

Agilent Technologies, Palo Alto Calif.) -

[ &/ 5]

ERb-AUBEcsBEE Fre2cBERBRALEDH T
e

BMEBLEUCENBEBRREARE THE L &8 EH
EEHRE  BHEATDT KABATE 1KE I5-nl ERBEY
Atk HERABRRBRIE 2 BL2WT+T_E&£B(8E - 6 -
S - 8 - K > s0 ~ B > 8 - 8B - - 8 K gE) -

O RIGRST JNETFHBE HEREHIBHESBILZ

HMBINRE -

FMAEGRREERER PFARBABE  LDLEBRSE
BH  -BAERERFEAESREZX KR WE -

EHwp 1 RkEERESELHEFRERIEKEEBENM
e
1:273’4:5a6'7L\"O'[3'(¥§§H§%)'3'EH§W§aEﬁﬁ? ’

[950752-25-7]
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3 F I\ C24Hs50N 1202

5 F = & E 698.73
B
NOH NOH
H.N NH;
NH, _
)\/\ © e

HON o \/\ﬂ/
NOH

HzN NHZ

NOH NOH

Bkl o> FHRER KOH R@HEE A KK IUHRE
e REMNMG BHHFEALEBRKESMHLRK 1,2,3,4,5,6-5 -
O-3- (R E)I-mHRNECHEHE -

kL HEFER HE
70%]| LIZLEEEEAYR | CornProduct Specialty | 668 72
KOH Aldrich Chemical 9 %%
B-FRERHR Aldrich Chemical 0.3 7%
Rl Aldrich Chemical | 824 5%
FRE R R (50%) BASF 1020 3
Ha it 2522
%KOH 0.36%

Z 1,2,3,4,5,6-X-0-3-(REE)I-EHRNECHEES

£ # 3600 ppm Z S B F - B 10%E K H R K K E
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RCPI60M ZEMH - HEBEFEEREFTEHH 360 ppm B E K
X 10 ppb HEEFHEERKEKMK 1000 ppb -

s RCP160M
Rt RS TRLC R SAR
e KOH {1k
TiAR PR Fiad(ml/min) 33
(ppb) Z A0 F 11 212 E3E Fa4E
#(ppb) 2154 9.69 3.87 1.65 1.36
#E(ppb) 62 3.56 1.70 0.45 0.96
Fia) 147 18.97 23.71 22.70 25.14
#H(ppb) 356500 15.18 3.29 4.57 5.35
#5(ppb) 2943 11.32 7.18 6.98 10.64
#%(ppb) 22 6.77 7.34 7.37 7.89
$%(ppb) 28 5.98 5.63 10.01 7.36
#(ppb) 243 41.38 42.72 41.35 40.70
$2(ppb) 100 4.54 4.47 7.30 6.12
#i(ppb) 1199 1.88 3.44 4.84 1.16
#¥(ppb) 240 3.29 2.04 2.43 2.12
#6(ppb) 502 0.22 0.10 0.10 0.08
AL 364141 123 105 110 109
BB T IRA% 99.966% 99.971% 99.970% 99.970%

EP 2 -kEEHATESEBEHE FBE- & LURH
R H N FE < BE B 5 B9 ML
3.3-2,2- 8 (C-(BERE)I-TEREE)FE )R £T -
13- Z EH)E (R E )E (N-BE R K)

6 2 =
5T E

480.52

: C17H36N3Og3
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& B =
NHOH HOHN
HN%/\ /\%NH
0 ()
: (o) (o]
HN¥\/ \/YNH
NHOH HOHN

BEB> FREAFAEEERNEEHS & EHE
GEBETESBR FTCEBENBT RMHE  RFALEKE
WK EBEMALRK 3,3-2.2- 8 (C-(BHE)3I-ZEKEAEE)H
E)RAKE-1.3-ZE ) (R E)E(N-BERWK) -

e HLERS 5E
R uEE Aldrich Chemical 480 77,
25%TMAH Sachem Chemical 96 .
H-REEH R Aldrich Chemical 0.12 &
WERE Aldrich Chemical 224 7
FREREIFRERR(50%) BASF 264 7
B 1064 &

BB 10%AFKRANRBSEMRMETREKEIE RCPI60M &
B2  RKRETBBERAEEETTEBSBR Y 50%L £ F #
Bt 1K 5 100 ppb -
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ELE] RCP160M
Fhak SRR T R LM LA
B TMAH #1k
TR PR < Uitad (ml/min) 2.7 4.3 29 33
AL ZHil &
pia) 23 5.9 26.0 14 1.6
#5(ppb) 11 120 | 4.7 9 3.1
#%(ppb) 0 0.0 0.3 1 0.0
['y) #(ppb) 1 0.3 0.6 1 0.3
#2(ppb) 1 0.1 0.2 1 0.0
#(ppb) 1 2.0 0.7 1 1.5
% (ppb) 0 00 | 23 0 0.0
#H(ppb) 5 1.1 0.4 4 0.4
#A(ppb) 59 3.5 1.9 6 2.0
#(ppb) 1 1.4 1.3 1 1.3
#¥(ppb) 3 1.4 6.3 3 1.3
e 105 28 45 40 12
SBRETEA% 74% | 57% | 62% | 89%
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=L SKT20L
EEpul TR T R LG Al
X FEfBIH TMAH 41t
FAR PR < Pt (ml/min) 73
B Z Rl 18
= 22.1 20.8
#5(ppb) 9.3 9.7
#%(ppb) 0.2 0.2
#fi(ppb) 1.4 1.3 .
$5(ppb) 0.2 0.2
#(ppb) 0.9 0.7
#h(ppb) 0.1 0.1
#2(ppb) 1.0 1.0
#F(ppb) 4.3 1.1
#(ppb) 64.4 7.4
#£(ppb) 4.0 4.1
HatL 107.8 46.5
SEEETIS% 56.87%
BB 3 -6 B BT % #R MM 1L (4]

N'2- T REZRKRBREBZZLERQC-EEZRF))EXE K
I FE T B fE -

NOH

. NHO0H
EtOH, m
HO\/ > HO\/“\
61.4% NH,
N2 ZSEZB

ZEHEAN =175 ZEEEBEI)REBERBRAKP 50%
2. 15 ZHA 35 ZKEH > 28 E) EtOH(10 E F)d N E #it
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THE® 6/ NHFHBEZREREER 24 NEF -
HH#EELEBHIMAE(ZEMLY > 1
ERkEMBE NL2-Z R EZ K (0.967 3 o

A HEHLRE
3 EtOH-CH,Cl,) » &
61.4%)2 Jkx B & H
B > mp 63-65C -

B 3 m N, 2-Z“REZBKBEMR 100 EHA DI AkF » BE
¥ &8 CUNO Zeta Plus 40Q B 7 R #a f& - # f§ ICP-MS(R E&
AE 2RRETHEARIACERLELEDOTMESE - B8
MESBRD SI%HBE FREEREZEEN 1000 ppb -

O
CUNO Zeta Plus 40Q,HE & = 48 mm
&= B (rpb) Z HiI Z *&
# 2967.50 | 511.55
& 125.25 1.24
A 191.05 67.48
# 223.45 8.39
5 183.35 74.34
5% 3.75 4.07
2 7.18 8§.93
# 83.07 24.16
% 12.58 12.44
1 10.89 7.01
¥t 47.19 25.06
#h 6.61 1.19
s 3861.87 | 745.85
BEREEBE TR % 81%

FEABSHEERLEYA BRI ESBE T HE A BT
B (3 20 CUNO Zeta Plus 40Q )X B RB K - K 40 B + & #
e & A K -
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KERZKREBEBALEDHIBEBEHLAIRR

ID | FE(N) B 5(AO)

3 | 3-RENE N'3-ZFRE Rk

4 | ZHE NN'-FRE 2K

5 | 3-FARLREEARE | N-FRE-3-(FFREEE)NK

6 | FHE N'-FRELE PR

8 3,3 EHfE_WAE | 3.3- B —EEN-RENK)

9 | ¥ N'-FREZ

10 | 3-FHEFE N'-FREL-3- KB K

11 | 2-BHE LB AR | 3-HEE-N-FRE-3-(FRE ) N liiE
12 | 2-BELE 3-BEEL-3-(FRE R RN R

13 | 2-J|E /g | 3-BRE-3-(RER RN iRl

15 | 228 N'1,N'6-—$&E T —BF

16 | XZHE N'I,N'10- ZFREL 22722 (BK)

17 | 4-NLE R g N'-FRELE SRR

18 | [E-HEERRE N'-FRE-3- AR

19 | F_HF BL05|bewk-1,3- —FH — 5

20 | ZEEhE N'2-ZFRE 7K

21 | &ZHBE 2-8-N-FRE 2B

22 | FHEE EY N-FREL-2-KE 7B

24 | AREEEHE 2- - N'-FRELFEEA B

25 (3,3 BEREZ 208 | 2.2-FUn BN -RE ZEK)

26 | S-REBAEE | N-RBRE-1-58F-1,3- 8 ERFE-5-FH ik
27 | 2dE s 7 ig;giuw-mm-maeax 3-GREFEH)-3,4- G ZEW-
29 | IEERE N'-FRE PyEERK

30 | 5-CUpRHE 4-FH-N-FRE TR

31 | 4- 8 hE 4-F-N-FRELIR K

plan > N3 REXR 3-RERWNKEH AO3IRRRB/HE 3-BRER
fEEHXERNKEPPREHECEMBE®N N,3-ZRERFBK

RRAENUKLEY IR LALLM BERBCREREEZEBLKS
MM EMDRRIT
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A EERCELIT
o | | mzstziance) oniirmd
: " 1,2,3,4,5,6- 75 -O-(2- & 1,2,3,4,5,6-7"\‘-0-[3-(?‘;@%5?%)-3-25
01 | IEHEEE | o7 o s P
3,3.,3".3"( & $e-1,2- — . .
o 2" 3,337 3"(Z 4551 2- — R =
s | m | P EE Ly HE(| 332k 1 R D) N
- S ) — Pl )
% | =2 | 3-C R AR | 32 B N R
35 | g 3,3-ORIR-1A-—2)— | 3 31 (yRi-1,4-— 20 SN -STHFTB)
Pl sl
O 36 ;;g‘gz* ;%gzggzggm 3.Q-Z B EZ ) NS
i | s i | FECCRREDZ | 3:0-0-(— TR Z B Z 58
e SEZEDTENE | NSRRI
T S_O&
s | mTEE [ AR N s Ak
v | —B=Z 2280 REZBN= | 2280 B - BERR DA
R R 7K —
30 | ®H R | N-RE3 CEEEETR
R 33 REREE | 33,3 (N
vy |7 | 228 RELIN— | 228 (-G ER) N R
K 5 &
v | HER(H 2 REZEEE)Z | 20- T3 REERNEEIE 2
SrEL) | B B
0 | HHER (2@ REZ D) | 2(R0- B> RERD R DR
S7EN) | 2B V. ) _
45 | m—pe SRife1 13- EUpE gl{g),N1,N3-:¥<§§Pﬁif‘e-1,1,3-:(ﬁ3
- 5 2GR 5 -
46 | wazmmy | Z o RETQREL | ) (Noyma P R A
)T feliiz P
3300 B (@ REZ | 33-0 B O(EREEE) 3 TR
47 | BRI | SRk 13— | S PE 1,3 — )
E)EEE RS | (NSSERED
| e | 33T A )8 (2
— = el = s —_— =z _— k= s 774 \[2
SZEH | e 2,1- T HE () N FEEFIRR)
. 3,3'-(2,5-:%%%[1}_[_?[]%- 3,3'—(2,5-:%%%%{ﬂ%-l,4-:§)ﬁxﬁ
O HERET | S | (N
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T N BERZELZ

D | oy |RLELIEYICE SYIEEIRE(AO)

o | zmm | NECREZEZ | NN OB ARER DL
R BB

33O RERERE . 3 N BETRE LR

SU | IR | o — g RN -SEETBE)
33 C2--REZER | 33-Q2 G EE - (REE) N E

2 | —zEME |2kl — | R (20, — )
B PIEE | N SRR

Bl CE36 {RZ-ZEBZAZLZELEY > H AO36 1%
BH 3-Q-ZEEZEE)AKFBEAEAREHRRKE - EPREH
FE < B % RS -

mE 1A AR EERARESESBREEZMm - B
TERBERBELEYREIBEEAKEZCHESR -

MATETRELABZURHBFRULEFATUZER KX
ERERAZY  HERMBMAREBEBEREKR SRR X
Mt cEWME(BRIFSEEHRAE) MEAEBRRERS T H
%gﬂiﬁﬁﬁﬁi%%?ﬂi&%ﬁ’I.tt’7£$§m§ﬂ%ﬁﬁ
REBZEABRCERNEEBARAZIHTEREBEREH & & ERFA
by BARE H Rl &1 B A -

MAXC2EFSERFEMH - FEKEP K H R A
ABH BEREAFHIRRSBAZIEBNMEZEEZIMNH
EATEMNRFEHSG Baf2PRAEULEWMBIRBEIZSE
e Eghk  RASREHEAFREBEHRI T  FAFHLZ
BEEHEAENRBUTHEFEANEBRT - AEFE K
ZHE2EFEHN  HANMREMNSBFFEELUS R 2H#
A AR e

- 80 -



200936749

CETEETD
AUBEHAZHZE S HBAHALALAEMR AR
WEL—WANME RPN AT HABE MEERAUR
99 A % 99 R N0 -
B L REBRE RS2 — B E MR RE S
B -
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AN EXBARE
BHZHME

PROCESS OF PURIFICATION OF AMIDOXIME CONTAINING CLEANING

SOLUTIONS AND THEIR USE

The invention relates to processes for producing and using amidoxime
compounds with low trace metal impurities. The invention further relates to
e compositions comprising amidoxime compounds with low trace metal impurities,
such compositions useful for cleaning or removing residues from semiconductor

substrates and/or equipment.
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+ - F¥FEANEH

1~ EREBEEMEHTE  HEeGHEEMEEES — K F
EEEBELEYR B2 EBCAHARDER  HT 2B
MIREMRER 1000 ppb HME KB ZE—HIN BN RE
RIEHK 250 ppb HEPRZREMBRERARFTFERXE T
KEHEPZERRHEHE -

UOHFENEESE | HZhHE HPZEMBR T
EHEBORECETREXNRERB IOV RBD RSB

3 FEMNEERSE | Hehd HPZEMBRR
BRUWRBEZCHMBOERT KEBE -

AMEBEFENBEES | HHhE HPZEMEAR &
BERZE 2BX2BLEYEREE X—XNLEXBALY
CEBELY &EBRELY - SHFERS - WEEMUANLZ
RrttEedEmHwEeEBa £ -

SUHFHNEBRS 1| H2xh&E  EPZEMERE
g VELY f4Y BRELY - DUERYUANAZIET
RiEWHEOB W Wk BERREEHIOMBERE
THRESBELCHAGYORTD RS HE -

UMMM FEHEMNBERE | HhE HPZHEARYE -
THEHEH 1EE%EN ISEBE%FEHRE R -

TH R FEMNEBEESE 6 HZTk HPZXABRBRL
g _HEDEHE- A N-FE2-HBEHEXNERSGY

-82-



200936749

S HFHEFMNEEE | He Ak HPZHEBRYE—
&8 B SRLEY  MHEBRHE_-_KEZEZIM

iﬂ.

S FEMNGEESE 8 HZ L&
T HERHEESY -
10 R FHEFBEE 8 He ik HEZ®mERR
Eg S8l ESR KEBIXHEESY -
0 NP FEFEESE § Hehk HYEZXa&aR LS
MERALE  EFCERHEESY -
12N HFHFBEEE 8§ He Hk  HPZHSHERK
BRXB - -FH=-"BKHEEEY -
B.—EEE " XNEZEEEBLEY R —XNZTEEE
TR HHBPESBHEBEMRER 1000 ppb HE KW Z
F—EH BRI RERER 250 ppb -
4B FHEMNEESE 13 BZHEHEKY  HEHBZX XD
O EsBMEEBHSE - 6 - & - - & -~ 80 - & - & - 8 HF
HEBHRKRE_HEZBEZIHEGTY -
IS EHFHMNABEBRASE 14 BcHEHRY > EFZHEARY
®RBAKBE®RE A -
6. HEFHFMBEBRE 15 HcARY  HFZBH
BEFRER 500 ppp EZEARWCE—BHNEBHNRE R

p

TR ERARR

£ 7 150 ppb -
7. HSHEHANGES 16 B BERYW  Hbz4BME
BEREMKREK 100 ppb -
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IS FHAMEEE 16 HxERKY »r HPZHENS
B R ERE MR K 50 ppb o

9. FEMNEESE 13 HxdEARYw  EHb&Z—=H%
EEEEBELSYIHRE 1,2,3,4,5,6-75-0-[3-(& & & & )-3-
mRERNECHEEE 3,3.3"3"-(Z-1,2-Z B g (A = &
D (N'"-FEAFNBK) 3,3'- (S -1,2-7 B & (8 &) (N'-K
EAR) I 3(ZZEBRE)N-BERWNK  3,3"-(IRKBE-1,4-—
HIEWN-BRERK): 3-Q- 28 EZ2&E)-N-BEW K ;
3-Q-Q(ZHEHEE)ZKE)ZAE)-N'-BERFIK : N'-K
E 3 (EEBREIRK ; 3,3.3"- 8 & = (N'-8 & K )
3,3'-(2,2- 8 (B-(REMRE)I-TRBRRNAE)F E )R -1,3-

TEIE(RE)EN-BERK) 3,3'-Q22'-(FEAK ZE)
B (Zhk-2,1- " E)B (S E)HEN'-RERWK): NN-# (3-
B E-3-(RERmERINEZ)ZEK 5 3,3'-(2-(N'- K H H Bk &)
FERK - E)EN'-BERWK): 3,3'-(2,2'-(3-#F & -3-(
ETHRINERNK - FE)E (2 -2,1-2 & ))& (& &£ )& (N'- o
RERNKIKHEMBEEY -

200N HHEANBEE 13 BB HbPE—=%
EHEIEBEALAEWHREE 3,3.,3".3" (2% -1,2- " H & (A Iz
ZEDHN'-BEAK): 3.3'-(Zk-1,2- " E& (8 & ))¥
(N'-BRERFK): 1,2,3,4,5,6-A-0-[3-(REKE)3-THHEHA

Xz

EZCHEE @ 3.3'-Q22-8(C-(BRERE)I-EERAE R E
AL -1.3-Z E NS (R E)E (N-BRERK): N, 2-Z 8 & Z
KEHBESED -
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2P FERBEESE 13 52 HARY  HP 2 %%
EHEBLEYFEREREBEEEBEREARY DB M E &
BRZ 1%E 60% -

2~ EHEES " HNZEMEBLEYCBESE
REMEMBRYHN AE  ZFEERESUTESE

(a) ME-—"KXZMBEAHFIBEEL - ERBED BT
BiE B &HE

o (b)) EEXHEEBRBRRES  LUELEKCEREHE B

() DR BMEMARD 5@ 2 %8BT kK& #
Bl  DELBEELFSTEERSHE

() FEEBAESELRER IS8 T REBENEK
MECENMERYRESD  ZENERYLSHES MR
PHEBE-RSEEE ETZLBEBEARS 1000
ppb H {E B & B ¥ & AR 250 ppb - Ll A8 4 5

O CHEEBZERRMAAZEE: R

(e) PBEE K QW RSB S HMEKE 2% &L
FRERY KO RERYL e B EEEER 1000 ppb
Bl R 2T — 185 & B 8 98 & 15 R 250 ppb -

DI B EHMGESE 22 Bz HE o HE— S aaH
BEHEME B AR ERN AR YRR R BEEE T -

AMEFHEFBEE 22 B hg - HE—SBEE
SHRMENER AR EB SN A RSN ERT AR ES
e T K
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S FHAWES 17 HZAE HPZXBEEZN

B AMAER LA

BZeAERBICABRERMARY Z

wEAMMAERTER -

- 86 -



856831

g |

R
i —V“
5
@ |
—.Vﬂ 0.0 yFitter ZJ _\ﬁ
—Vﬂ 1.0pFiiter “—.l— uW:_ mﬂ
o > mELEE |
i i
X B et ol
&
—> S e —
£
uf_@..A
N B K
P> \ERE =
m
m..llllu_.wa.lll

= a
i
=

200936749




200936749

+t - HAKRKEE
(=) “ AEHEXZREABAH:% (1) H
(=) " AREABIZAARAARHERSA ' &

A-REZHALEXNN, FHEFTRERATHEARTRAGLE
X &



200936749 T
gAEAREE

PIMAELERILRO8E6 )
(AHHFEHK RS RERET  HNEE Ry KERFIFIAT)

T KW ER 097141611
X% A 974108298 MIPC 4% °
— ~BRALME

(F) it A BB FEEROFTERERAR

(3%) Process of purification of amidoxime containing cleaning solutions and their use

ZCFFAI@E LA

1 &: (F) £FENBBMAF
(3#) EKC TECHNOLOGY, INC.
REA: () 1.2 A&
‘ (%) 1.LEE, WAI MUN
¥ oak: (P) ABRoHERECHKEE E25205%
(3%) 2520 BARRINGTON COURT, HAYWARD, CA 94545, U.S.A.
A (P%) £R U.S.A.

R ELF

vg ~ BB IR
@$$$;ﬁﬁaﬁTidl%(ﬂac) Wi EA ERBEEAMH
[ # X XEBRR (BE) s F3H8; FHERK EHER])
1.%@ ;2007/10/29 ; 61/000,727 4 £ 3E4E i

140259.doc -1-



200936749 T
gAEAREE

PIMAELERILRO8E6 )
(AHHFEHK RS RERET  HNEE Ry KERFIFIAT)

T KW ER 097141611
X% A 974108298 MIPC 4% °
— ~BRALME

(F) it A BB FEEROFTERERAR

(3%) Process of purification of amidoxime containing cleaning solutions and their use

ZCFFAI@E LA

1 &: (F) £FENBBMAF
(3#) EKC TECHNOLOGY, INC.
REA: () 1.2 A&
‘ (%) 1.LEE, WAI MUN
¥ oak: (P) ABRoHERECHKEE E25205%
(3%) 2520 BARRINGTON COURT, HAYWARD, CA 94545, U.S.A.
A (P%) £R U.S.A.

R ELF

vg ~ BB IR
@$$$;ﬁﬁaﬁTidl%(ﬂac) Wi EA ERBEEAMH
[ # X XEBRR (BE) s F3H8; FHERK EHER])
1.%@ ;2007/10/29 ; 61/000,727 4 £ 3E4E i

140259.doc -1-



	BIBLIOGRAPHY
	DESCRIPTION
	CLAIMS
	DRAWINGS

