DMF

TO
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h IPB NPB S
| - g
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0 2 4 6 8 10 12

BisErR ()

1 BWEIMFERVWEBEREEAE (FxEJ5 VI T A8) WLI2EREHBED
HAZa<w b5 n (100 g/nLEEEBIR) '

THF
TO
EB 1pB NPB S
| DEB
;,,.;J\ ; “L,_JL N | | \ J
I | l l T i
0 2 4 6 8 10 12

RIFER (2)

K2 BECTHFZAWEEEEAE (Y7 V—-F7 L) KX 54@%1&%?&3
 FRZu=w b5 (100 p g/nLiEEERK)
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*1 ATECIAFMEINKGEE R

55 (No.10) 1800 1 a/gHRINELE (No. 10)
pg/e ug/e EiY=E (%)
TO ND 172043 9642
EB 957+54 186024 891
IPB ND 178016 991
NPB ND 1790 41 992
S 97774 2590275 894

n=3, LEHE +SD, ND<20 1 /g, BB ERE

F2 EEEAEGEYCIV—DTL)ICLOEGRAIERER

Cv (%)

TO
EB
1PB
NPB
S

FHE(n /) SD

1960 24
2050 14
2010 10
1990 ‘ 6

3660 22

1.2
0.7
0.5
0.3 ’
0.6

2000 p g/gHMEE (No.4) 22OV TER

n=11

3 EEEAE(FvESY—a7NIIAHNERABRE R

25 (No.20) 2000 o p/efSMEREH (No.10)
MR ER PRERE L R REARIE PIEpE R
ug/sg pg/g ugle B EE(%) uelg BUR (%)
TO ND ND 188078 - 94%5 20500 1020
EB 39+1 380 1870::98 916 203022 100£1
PB ND ND 185087 9245 2010+11 1011
NPB ND ND 1850280 925 20100 101£0
S 8677 8578 253095 277013 961

83+6

n=3, TEHHE+SD, ND<20 pg/g
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®4 AR AR R S B BRI TERE R

v— s REREEL
FE cvV. )
(H7k) 5D (%) SEHME SD CV{%)
TO - 191 18 9 1.2 0.15 13
EB 102 12 12 0.6 0.07 10
iPB 63 9 15 0.4 0.03 8
NPB 62 9 - 15 0.4 0.03 7
S 48 8 18 0.3 . 0.01 5
BAIEENSTE 50 p g/mLIE DV TER ‘
&5 msz&—zfﬁ{:lémm@Wﬁ&ﬁ%
2% No.2) ‘ 250  g/eFeinEE (No.2)
GRREEE  RBERE | smaREGE PIEHE AR
R BT Al B RIS ERR
(ze/B) (ze/e) (nzg/g) (%) (pg/E) (%)
TO ND ND 261+16 104+6 246%15 ~98X6
EB v 463 28+) 28617 96x7 275%15 996
1PB ND ND 244310 , 098+4 237x10 9514
NPB ND _ ND 259+12 10445 249+11 100+4
S 22018 C2T1ET 499425 112:£10 50717 9527

n=3, EHHEESD, ND<20 2 g/
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®6 EREANERUEREABRILIRIAT L ARG RIENERAESR

No. 2% } 70 ER IPB NPB s 33
P EWETRESE] EREAR SygkRZL [EsHERSE &6 440 505
2yE'FY—-H7L LEHBRESE 560 400%3 4663
P IRIE 70 4433 54743
AYRAN—2EE R A 9745 150=13 § 54719
PalE B 823 500kl fi 58212
2 NS TR B EAE AysERdh  |REEERE 40 300 340
2yEIU-H7L |RFERRIE 280 27243 3003
musaE 291 2658 | 204:8
APRRAN—RGE Lebigeandzkd 16+3 220%18 || 266%2)
s XL 261 270+ 7 29848
3 EFRHYT EFEAR AyPkHTL FESBRESRE 48 580 628
£2EFY—n7L [ERGRANE | 2420 - | s19%e [ E)
Pt 231 581%2 61013
~yFAAR—-RE tibckugnecd ] 550=42 | 550=42
gtcd = §40=40 || 54040
4 | gAY HEEAE RyoihSh [ RRE 120 58 34 1700 1512
[ Zee5y—m52 L&#&Eﬁ&iﬁ H5%E2 | 491 20%1 | 1670243} 1864+40
s ik Hi%2 | 5Id 30+0 | 168513 ) 1883%1B
~AIFAR-RE R aRE 130%5 | 760 553 | 150086 176352
)¢ 13057 | 65=2 36+3 | 180077} 203185
5 | E¥rEB(ae) EizeE A E: RyFhTh  (BHiEERE 1215 | 4925 1700£324F 1910334
FUTY—ATL BHRRARE 702 211 1590446 || 1683343
LT EREE T4x0 | 2220 164520 || 17420
~AYFRR— s RRiE f0+3 | 60%) 1300141 1440218
PR g 62x4 4422 1500=5¢ § 1605:%56
&} EFEBR(FEL) [ =983 RysRASh  ERBESE 300 30 520 950
ZrESY—AS L (G B ENE 2481 | 34=D 6421 9242
gl g3 263:k1 | Il 6724 972%17
~yFA~ - X3 e B EmARIE 210%36 | 654 455 | S1056 || 830%76
S E 210%20 | 49:3 236 { 560%34 || B42+58
7| BrER(Es) WEEAE AyPFnTha  [EHBERAE 100 520 §20
BaVIY—H5 L (B3 B RRE 96x2 4184 HIES]
IR 950 4182 || S514:9t
Ak Rk Bsttn B o2x5 | sox1 | 4523 | as0x3s | sarxa
PR 8I=5 B2 2544 | 20010 | S39x19
£ | FFRR(RE) BREAE RysFATh  |RERRE 50 L2 1000 1324
ZxU5Y—H54 B RERE terEs | 31z 2241 | 931x27 § LIBIXD4
PR 219x4 | 3420 240 [ 936%19 || 1233%23
~gF R -2k xR e 2103 | 653 4823 | 770+21 || 109317
PILE ek 21011 | 502 28+5 | 200+5 § 188419
9 (EFEB-zR) EEBAR RyrRHS5a (AR RRE 35520 993228 | 13488
FrEFY—hTe R EE 7522 83813 | S513%2)
(s3] 71+2 B47:15 | 92427
~YF AR AR TRIE 93+3 §3:1 407 | 72063 § 90659
a1 88x7 38*4 20%11 { 510%29 | 105646
10| BFEBER) EFEAE Ry2FA7a [ienRERE 5T ES 977:74 || 123400
. FrEFY-H5h ERBRRAE a0k 8ET+7 9057
[€1td:35 38%0 BST+8 8953
~ykan—zE xR ET+10 { 54=0 87060 | 99179
[g1=2 5 16232 | 3Tl 100079 11859
23w PFBT A tn= (8L, nn.5, 9, 1012mean 5D (n=3)} ) BT p gl

EHH :meanxSD (n=3}
ZEM9:ND:20 » p/p kR
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<EDI>HATuTIZLBIOAZI UNBATFVEHRRE
KBITHXFYYT V=0T AL E5RRBEDRR

MEBHE £F4F. BUET. PAEEF AROPBRELEHREL & -

A. BIREH
EREEEIEBTIERBEHNNEAEX
HAEBGE, —RORBE, £/ v—REB
® (UTFTAEELET) T, TERH O
BERFAur0Besrrasss s, RY
AFTYNEBEAFNADEEGAT T YILEER
FNE, 0% =5/ —NVEHIEFIZ 15 ppm
PBATRHELTERZLAZVELTWS,
AFERVWTROBREFERAShLRZRE-T
WBRY 7 FHFACLBFAYyn= b
57 (GC) EThHB, TLTELORR
WE#EBETHYWbh, SFBENEL, ¥

DG CITHLEFTERAROBENF Y E -

FV—H 7 AL AMEELEDORNZEMNLE
LCABRE EB LT,

B. RS ;

1. REP L CEERK
e-HTaAS I I B AZT YNEFTF N,

=& )i (95) : Bk, TRMiET S

WYhTH )= TH)—) (95) 40 mL

RHY., AEMRTINML & L,

BTG ELBEEE AT TS
Fh15 mg® 20 %=x=F ) —MIBMPLT
100 mL & L, BERKE L, EBEREE

WL, 1.0 ~ 30 u g/ml OEBEREEZHR -

AL, .
ARTYNBATNVEERR A5 7))
NEEAF V1S mg % 20%EF 7 —NICH
MHLT 100 mL &L, SEEEE Lic, 8
BEREHRL, 10 ~ 30 p g/ml OEFE
BiRERE LI, |

2. EE

KBHRA T CBREBHET Ry nw b
757 (GCFID) : Ea—Vvy hyf1—
R HP 6890 B

3. Z7uI & hPIESRYE

(DA 5 A : DB-1 (0.32 mm i.d.x30 m. JEE 5
pm), 77 LRE 240 °C, EARRE :
240 °C, RHEBEE 1240 C. X7V v b
o110, ¥ Y —HABLUOWHE : He,
1.7 mL/min, HEAE : 1 1 L

(QFF A : HP-WAX (025 mm i.d.x30 m,
BEE 0.5 pm), BT ARE:200 C (1
min) — (2 C/min) — 220 C (5 min). ¥

CADEE 230 C. RHEBEE : 230 C.

27V v b 130, F¥VY—HRAEBX
UHE : He, 1.0 mL/min, ZAZE : 1 L

4. AZ 7V NBAFNVEERYE
(DA Z 4 : DB-1 {0.32 mm i.d.x30 m, EE 5
pm), ASLBE:120°C (1 min) — (5
C/min) —170°C . EARRE : 200 °C,
BHEHEE 200 °C. 27V v b L1110,
XY VX —HABIVKE : He. 14
mL/min, BEAZE : 1z L ‘
@Q)AF Ak HP-WAX (025 mm i.d.x30 m,
BE 05 m), PTLEE 60 T, ZFA
MRE : 150 C. HRIHEBBE 150 T, R
Yy bl s, Fx )X -—FRBLIV
¥E :He, 1.2mL/Mmin, #AE: 1L

5 BBROMER
BTG EABLOAS 7 Y NEEAF
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NEEEESIR 1.0 7.5, 15, 30 » gml & H
VW, P EBICL ABRHBRERETTEN
ENOBERTIER LT,

C. MERRBLIUEE

1. ABEREBT Ay 7 FoT4
NFBICBT BRI TS 78 ABLTA
EIVNBATADRHIE NNy FAT A
TITHIZ Lo TW3, KEARSI I m
S8 LTH., BT AEECRY=F LY
Ja—n%k S %BLUKBLI IV LE
1 %EERi-boPREsATEY ., TR
$h& LTI 5 % PEG20M + 2 % KOH/ & Z
4 b 545, 5% PEG20M + | % KOH/= =K
— b HP BHE¥ETE, AT INEEA
FNTIF, 7 ABEIZ D-YLE b—%
30 %EER-LOREHINTRBY, TR
BELTIE 30 %YME P—A/a=KR—}
B. 30 % Uconoil HB2000/= =& — k B"7p
ERHYETD, Ry VAT ALBHLT
D57 EABLIOAZ T YNEBEAFADH
AZn<w b TAERIILRLE,

2. ¥ ET VT LAOBEF
ATERBTIFREAIA T Z 7 5 A
TITEE, A7 VNVBERAFATHRFE
FEEBRBETYWTRALEBESIT ADHDET L
6, EREHEI LAV LN ARIEE
DX ¥ 5 Y —HhF A HP-WAX (025 mm
idx30m, EE0S5 p m), TLEEMETH
-2Th, BEEXSETNEES FELEHBD
BERTETHAEE X, DB (032 mm
i.dx30m, BEES g m) 2BRLE, ZD2
BOXXxEIYV—AI7r2AnWIT0Ts
FARBIUAS I IVAVBEATFNAEZREL,
ERESIRET R T o T, 2HTRLIEL DTS
7u7 s ARRMESRED). QEbE—7
BERH LN, QTHR—-XFTAVDER
BRO NN, (HTHEHEEL TV,

A E 7 VIVEEAT NMTRIEERMG). Q&
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b B3IKARLELYRE—-7 BT b,
7R, BRELDREEARD N2,
D7,
HRBRBRICIT LD~ AEEOIS 1%
FERLIEFRDERRI L, 705
IEABLUTAZ 7 VIVEEAFILVDHHTIC
I DB-1 (032 mm i.dx30 m, BE 5 p m)
FERTDHIEELE,

3. MEH
ATaTIELBIUVAY 7 VIVEEAF
NOBRERIE, DB-1 AWVB3EREROH
ELREOICBVT, Wb 1.0 ~ 30
gml PHETHRRE L RBORGLRERMEY

AU FABMREUY 0999 LlE. EETRIX

WD L g gml Thot (F4),

4. BEE

ATRTITIEABIORAFT JIEEAF
NVEKETSHE 1S 1 giml 2 X ThOBES
BB WTBELERER, £1 1R LE
X3 -7 mEBOTERE CV(%)IEH T
Sy &b 088, AFT UIEBAFNL 299
EBRFTH-T,

5. A8 ~0ER
ATOT 7 E5LBLUEAY I Y NERAF
MIVTNLBHRBRTHI D, &1
HMIZ L BEEN L, RB~0BEBILE
Bianwboli#gEIhi,

D. 7

NEEEBITIZII 0T 77 ABLUA
I YVNBAFLVORBRER Ny I VLT
LML DAZI o= b 7% TH DN,
STFREASCRAK LRI YT Y —
AT LIEDPEEERS L, BEBHED
HP-WAX (0.25 mm i.d.x30 m. JEE 0.5 o m)
B L UEAEME O DB-1 (032 mm i.d.x30 m,
BE s um) O2EEZHEERF LA, 20



AT s s A

|

gu

N L

U 3 [ [ '—‘i
0 5 10 15 20

RISER (&)

AT b 15 %BPEG20M+1 %KOH/ = =>K— FHP
(83m i.d X2.1m HZABFL)

BT ABE :170°C,

EGDHBEE ¢ 230 °C, RRHSEE : 230 T,

Fx Y y—HABLUHE : He, 50 mL/min,

FEAZ :4pL :

AET VNEBEATFN

IV

figesE (%)

BTA 30 BIAE b—/2=R— B
(3mmi.d X2.1m HSRAHBFA)

F1T7 KB ¢ 40 (3 min) —(15 “C/min) —140°C,

HADIRE : 150 C, BRHEREE 1 150 T,

¥ )Y —HABLUWE : He, 20 mLimin,

FEAE 4 L

Bl Avy FASAMCEBHRI av hF5 A
EMERE 1S pg/ml, 4L

RERM)

" REREER)
DB-1 HP-WAX
b7B5 5 A
1
BTOFyE A
]
M
3
1‘\,’
¥ 3
0 2 4 6 ] 10 2 0 2 4§ 3 10 12
RIEEEE (49 2455500 (59

E2 FxESVITADTMEBDIT OS2 LDHAI DT NI 5 A
EWEH 15 pgiml, 1 2L

~116~




BBy —

S e 2
1 MESHEQ BES2)
mi() 5{  HP-WAX
(5
5 AZTYUNEEATFA
A5 YLEES TN =
24
1%
B - .
N -
1 2 3 4 5 0 1 2 3 4 5
R (5) Pt (59)
M3 ZxETURTLATAMILBAZ I VABATADH RS o< 7T A
ERETSE 15 pe/ml, | pL
? ﬁ
6 5
5 5

-

B Y —

Y 114:'---"r- 13 T T
o 10 20 o 10 2

ATaTrF LRE (pgml) AL T VNVEATFNEE (ng/ml)

B4 AT077 5 ABICAT I YNVBATAVOBRER

Fl ATuSIFLBLCRAF T VNVEBEATFLVOERME
ATRSGITEN AT YNLEEXAF I

EHE— 7 16.6 1.6
sD . 0.15 0.05
CV (%) 0. 88 2.99

n=5, EAE:1 pl (15 pg/nliEHEER)
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BERAZIIVAVBAFATRENTRON S
ATHRHEARTH 7, #7uF7 4

ATH HP-WAX TR—RAF4 2D EENR

» bl DB-1 THHEELTWE, DB-1 # A
WA LKL DEREOD T LATHILEYH
BETETHD, BETHILEX LN,
RESBIVWThLREAZ LBIERERT
L. BREELEFTH ., WTFhLBHE
RBTHLHED, X1 OEMICLEIEEM
S, BE~OBERIIBAELRVEEZILA
B, ¥ DI T AEAFEEILBWVWTRY
H—RER— bETIVEONWFIKERAEL

TRy, BRERFEEECIEHI TIRRELT .

WBZ EBBBEELYY,

F. X#®
1) BAEAESSHE  HERRE - B
2000, p. 615 (2000) &FEHK

G. BERKRESR
L

H. BFRzEs

1. BRXHER _

1) KEEZ, HREF. FUKRB. =8
—%. BEAEEFME. 4. 332-336 (2003)
2) &F4F. BLET. PrEET, &
HEIER, RSEEFEHES. 45, 290-34 2004)
3) &FFF. MILEH, BEEETF. &
BFE=, ARBRELZEWE Er&—
£ 55 (2004) BFED

4) REFEZ, NExEE, MHEF. &K
BF. FILkE, 2aLHEFHEE BE
o

2. EERRK
DKREEZ, BHARETF. FWKRE. =8
—% : BARMEEFLE 36 ElFER
£ (2003. 10)
DAREHZ. NETHE, NHETF. &K
EF. BILKE  BARMEEFESE 87
EIEFEHES (2004.5)

I. 9B EHOHE - &K
2L '
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