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Mm#E+ 5-FUBIE
- MEARGEE U L oFEH
AR R4 100 plic A %/ — )L T 500, 200,
50, 20, 5, 2 ng/mliZFAHL U 7= 5-FU ¥ #E 100 pl & hi A
2o FY 2 VBN M 100 pliz X ¥/ —)b
100l Z A7z, Z3UTASY / —)LT200 ng/mliZ
B == aF A 200 A, 12000 rpm, 5 min
TEODEER, EIE300 pl 2 [EY UL TNR L —
& —TARRFEGE L7z, 10 mMEEEY > B2 LEH
JKICHEEME L, 12000 rpm, 5 min & 0B LC MS/
MS THIE Z217 > 7.

mighs s0RR7 7 2 MAE
- MEARAGEE U L oFHH
e B AR R R T 1 M 4 100 plic A ¥/ — )L T 1000,
500, 100, 50, 10, 5, 1 ng/mlIZFAFLL /= 7 O R A
77 2 REER100 pl 2N A 7z, F29 > T IValkhc

I3 5-FU 38t Quattro Premire (B X)

[LC 4:fF]
U TVIRE 14C
< EAG 10 pl
BN ACQUITY UPLC HSS C18 (2.1 mm i.d. X 100 mm, 1.8 pm)
< AT AR 40°C
- BEH A 3 oM FEE Y 2B = 7 LOKYATE
- BEIH B 3 MEERET L E =T LB AL ) —IL
AV
Time(43) | AW B(%) Curve L=
(mL/min)
initial 99 1 - 03
40 80 20 6 03
41 5 95 6 03
50 5 95 6 03
5.1 99 1 6 03
100 99 1 6 03
¥Curve 6= =777V |
[Ms ZefF]
MS tune
cAFALE—R ESL X A7 47
XY 7Y —EE 2.50 kV
« WLEEIEAT A 800 L/hr (400°C)
ca—VHR 50 L/hr
AT VP —F— 120°C
TV T AR 0.2 mL/min
MS Ht v iAZ G
MRM E— I
Foh—Y—AFy | FTuf s b Fy | a—VEE | 29varaiiv—
(7072
(n/z) (n/2) ) (&)
5-FU 129 42 28 18
=aF URER(IS) 122 78 24 15

WMEE 100 plic A% / —)L 100 pl &N A 7z, THUT
A5 J—)L 200 ng/mlUZFHFAK L1 KA 773 R
%200 p A, 12000 rpm, 5 min TiE.O 0 8EE, ik
300 pl & [AX L 30 TN L — & — CTRIEHLE L
7o 10 mM EEfiE -1 mM 7 > & = A S A KIC IR
L, 12000 rpm, 5 min 3L 57 EfE#E LC MS/MS CHIE
ZfTo7z,

[ 2T 4]
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LC Acquity UPLC

MS Quattro Premire XE % > 5 /\ MU S5 E 50 H7
B

Waters 1K H8 77 H7

LC Acquity UPLC I-Class (FTN) > X5 A
MS Xevo TQ-S# > 7 L\ PUE I E &5 Hrat

i 5-FU 3} Xevo TQ-S (Waters)

[LC Z&fF]

TR 5C

< AR 5 ul

S HT A ACQUITY UPLC HSS C18 (2.1 mm i.d. X 100 mm, 1.8 um)

- T MR 40°C

< BEH A 3 M FERE T > = 7 LOKIAE

- BENEB 3 M EEET VS AEHAL ) —L

B S P

Time(43) | ACW) B(%) Curve
(mL/min)
initial 70 30 - 02
30 70 30 6 0.2
31 5 95 6 02
50 5 95 6 02
5.1 70 30 6 0.2
100 70 30 6 02
¥Curve 6= =7 /7T b

[MS 4ef]

MS tune

cAFALE—R NS

¥y 7Yl 0.5 kV

« I A 1200 L/hr (600°C)

ca—UHR 150 L/hr

A AU E— S — 150°C

T T AR 0.15 mL/min

NS LY iAA A

MRM E— R
Toh—g—A4r IngorAFy a—VEE ayTaLTRLF—
t&ms
(m/2) (m/2) W) @)
5-FU 129 42 2 12
ZaFUE(S) 122 78 2 14

— 116 —



MifF 7 unkR7 7 I R Quattro Premire (HXK)

+

bl

Fik

[LC 4efF]
<A TR 4C
< A 5 ul
S HT A ACQUITY UPLC HSS C18 (2.1 mm i.d. X 100 mm, 1.8 pm)
- T NIRE 40°C
- BEH A 3 oM FEE 7 o E = 7 LKA
- BEIE B 3 MR VB =T AERAY ) —v
sV T
Time(5)) Al B(%) Cuerve
(mL/min)
initial 60 40 0.2
50 30 70 6 02
5.1 5 95 6 02
65 5 95 6 0.2
66 60 40 6 02
10.0 60 40 6 0.2
¥Curve 6= =7 /7T k
[Vs 4efF]
MS tune
A A UALE—F ESI RV T 47
XY e 7Y —HIE 2.50 kV
« LA A 800 L/hr (400°C)
A= HA 50 L/hr
AT P — S — 120°C
« T A A 0.2 mL/min
MS B Y 5AZSRef
MRM E— I
ILh—9—A4> | TAFIAY a—VBE AT TRNF—
=gy E
(m/2) (m/2) W) @
2yaRRI7IR 261 140 35 23
ARRT7IRAS) 261 154 32 23

Py 7 uHrR7 7 I F3REE Xevo TQ-S  (Waters)

[LC %&4]

c T ARE
< AR
cHT A
BN
- BEHE A

- BEIA B

S rSvTUL

[Vs 4efF]

MS tune

s AFALE—F
SF Y ET Y —WE
- BT A

R L
cAFUPE—F—
C T A

MS 0 JAF Gt

5C
5 ul

ACQUITY UPLC HSS C18 (2.1 mm i.d. X 100 mm, 1.8 pm)

40°C

3 oM FEEE T o = 7 LKA

3 M FFEEY VE= T AEH AL ) —

Time(53) Al B(%) Cuerve b
(mL/min)
initial 60 40 - 02
50 30 70 6 02
5.1 5 95 6 02
65 5 95 6 02
66 60 40 6 02
100 60 40 6 02
¥Curve 6=V =77
ESIRYT 47
0.5 kv
1100 L/hr (650C)
150 L/hr
150°C

0.15 mL/min

MRM E— I
ILh—y—A4> | Tagorqt a—VBE QTATRLF—
A=V
(m/2) (m/2) (] (V)
SRR RI7ER 261 140 30 22
ARZITF7IRAS) 261 154 28 18
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P 5-FU 3%} Quattro Premire (AX)

5-FU Bk
N 2-500 ng/mL.
H r=0.995
-4
100 200 300 400 500
Cone
ng/ml Area IS Response
0 1062 | 966.477 0.011
2 19.352 | 1098.281 0.018
5 19.615 | 935.406 0.021
20 64.728 | 1007.539 0.064
50 128017 | 950.566 0.135
200 421338 | 943313 0.447
500 968.87 | 948.904 1.021
5-FU H 7L
Sample
Area IS Response | ng/ml
&S
5 7991.743 | 957.133 8.35 3990.9
6 6.433 | 1021.871 0.006 0
7 6.532 | 1052.832 0.006 0
8 8.582 | 976.796 0.009 0
Jit 5-FU 3} Xevo TQ-S (Waters)
5-FU i
. 0.02-5 ng/mL
H r=0.996
«
1 2 3 4 5
Conc
ng/ml FHIRGEE | Area IS Response
0 100 25517 | 1350.711 0.378
2 100 93.041 | 2415.951 0.77
5 100 44435 | 856.236 1.027
20 100 186.881 | 1345.427 2778
50 100 | 328428 | 1128.161 5.822
200 100 | 1944.448 | 1685.189 23.077
500 100 | 5212.301 | 1877.998 56.509
5-FU P>
Sample
FIRER | Area s Response | ng/ml
&S
5 100 | 83305.52 | 2761.247 603.391 5576
6 10 117516 | 4370.51 0.538 0
7 10 88.253 | 4328512 0.408 0
8 10 53.487 | 5094.329 0.408 0
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miF s 7 miR 7y I F3EE Quattro Premire (HK)

VI uRAT 7 I R

25 1-1000 ng/mL.
2 2
§15 12=0.996
& 1
3
* 05
0 s N N N N
0 200 400 600 800 1000
ng/ml Area 1S Response
0 866.466 | 167853.2 0.005
1 1431.879 | 160451.4 0.009
5 3443787 | 155781.2 0.022
10 6055.971 | 160241.8 0.038
50 22194.16 | 157766.8 0.141
100 41818.24 | 157400.3 0.266
500 174380 | 146783.4 1.188
1000 318805.8 | 144982.3 2.199
YruRAZ7 IR B

Sample &F

o Area s Response | ng/ml

=
6 2371944 | 162843.2 14.566 6376.6
7 1395053 | 163116.2 8.553 37426
8 320464.5 | 161557.4 1.984 865.2
9 1223.135 | 159478.2 0.008 0
10 1260.261 158214 0.008 0

M7 atsRA 77 I Pkl Xevo TQ-S  (Waters)

U aR A7 7 3 NRER

Response
°
IS

1-1000 pg/mL
r’=0.993

=

I

0 200 400 600 800 1000
Conc
ng/ml FIIEE | Area 1S Response
0 1000 53.019 | 25120.95 0
1 1000 173.44 | 24899.03 0.001
5 1000 | 460.578 | 16736.19 0.003
10 1000 1336.49 | 26771.26 0.005
50 1000 | 3218.935 | 14990.97 0.021
100 1000 | 11698.29 | 27042.56 0.043
500 1000 | 46394.23 | 19454.44 0.238
1000 1000 | 93689.34 | 23604.83 0.397
vIaRAZ7 7y I K ST
Sample &
- FIRIEE | Area 1S Response | ng/ml
5
6 10000 | 216731.6 | 4457.167 4.863 11467.6
7 10000 | 1461755 | 6259.431 2.335 5507
8 10000 | 13432.64 | 3747.211 0.358 8447
9 1000 | 219.991 | 24376.78 0.001 14
10 100 | 2289.778 | 255311.7 0.001 14

(k5 RHEERE]

Mg+ 5-FUBIE
Quattro Premire XE T 1% 2 ~ 500 ng/ml @ &ji P T
r=0.995 DR EMRE G5 Nz, —F, Xevo TQ-STIZ
0.2 ~0.05 ng/ml @ 2 & T r=0.996 O f& &7 N 15 5
1, I Quattro Premire XE O#7100 /5 Td - 7z,
I 5SFURNE Tid, MAEFRSSTIEmFEHIT
S5FUMA SN2, MARES6LUESFUILE 501
ANASoN/

migp s o0RR7 7 X REAE
Quattro Premire XE T 31 ~ 1000 ng/ml @ & B T
r=0.996 DR ERNE SNz, —F, Xevo TQS Tl
1 ~ 1000 pg/ml DI T r2=0.993 DRI 5 11,
J& 13 Quattro Premire XE D #1000/ Td > 7z,
MR 7 0R AT 7 2 REE TIEEER, wikE
FONOBAFESSE TCIMEF I 7 ORZX Ty I R
DA R SN, BEEFSILIE TIE, Quattro
Premire XE T Response 0.008, 0 ng/ml, Xevo TQ-S
Tl Response 0.001,1.4ng/ml TdH > 7=,
AKE S 6 ERIRESTOY > 7))L TlBEIE Ml HE
RLUZZRERNSHANT NS0, LY FILT
& > T % Quattro Premire XE & Xevo TQ-SHI T 7
ORAT7 7 I RREICENR SN, —7, HER
DHIPHN T & AR E =8 DY > 7)1 Tld Quattro
Premire XE & Xevo TQ-SEIZIFRIBEED S 7 0K A
77 2 EfEsN,

(%]

SFUIRIHILERMEIBL DR D A7 5, BHEERE, #
W, M Eomgicnen’, Lok 7y
I RITFIE, MWCRIER, WIRES BRI, A
RHEBEE 1R SRS h T,

ORI HS & ik L T, BAFES6~10
TSFUR S 7 OARZ 7 7 3 KA Xevo TQ-SHH & 41
% A M iZ Quattro Premire O ERE R 2B ET 5
L TEETH S, HIAKES 6T Quattro Premire 7
HEN7sh > 72 5FU I Xevo TQ-S (FFU510) 12
BWTHMmH INBN o7z, SFUZHWEIRETH
78O N TN D BIEFE R DR 5 OB 2
I BRERETHD Y, HOT v LEY IV R
HTHDS10NIRIYE NEBBRICHRTH
2EEELEBLTVEY, RERE910ICHT
527 0O0KRA7 7 2 RBETIIMmEIZRT 2R
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REerRTHRTHo7z, HEHIHE TH 2K E
F8IZBWT, M T /7 OKRAT7 v I RN800ng/
mlPL FEDOIFIEREE /25722 &1, 20mg/kg B
#[4% 5. O Cmax 411,300ng/ml” TH 5 = & &%
9% &, 5FU & DHFFIEERICE T 5 —iE MR
DB % RS 5 Al REMEATH D BRI WS R T
HoT,

Quattro Premire @ I % /& & 13 Xevo TQ-SIZ H X
FRWERTH D, it OESZHD Y01
T HERTH>/72. LML, Quattro Premire iZ X %
EYRENEL, BRNERCHE LBELTS L
>UEERL CHEZETAIMED 57 —% —hfe
5N5 I ENHR I NI,

SE

1) 5FUBEGRASGE 2009466 H  HAIFEEEF ) > (B

2) EFHT Y REHRAMAE 2005458 i
B () .

3) HA 2 KIS OREAER S YAE DR D TS &5
RIZDONWT- AR B EFRMGE VOLS4; No.3,
2006,5, p232- 237.

4) TS1HASCE 2004 4F 12 A KMESR S T3 R .

5) XELODAWRASCE 20114611 A Hhalb sl (k) .
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