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DA (PGI) 1. KRNI T IL—T %8
TNDEEZNY T, RETIEFELE
DVEEHBDKRIICHEO>TVET, NS
DREPIE. BREBEOGHTOEZ®
REIDEIEDRDEBEY T, EERBEN
53 (APl) PEFAIDODRICIDEL D
ZEDHDOET, PGl IFZDIEEWIFEMEIC
HXT 2ECERZRHDOBZNDSHD.
BENCERITRNEEREDY X MR
HAENTVET,

FMNEREDEERREELYBIE. EEIE
BB LUEEDD PGl DHHS LUK
[CRET 27 JO0—FZR/ETDHA RS
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YV RIEBUTIE. APl EDLEETTE ppm
LARILD PGl Zt&H TEDEESIDKD S
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FEREBEZNSINDEE. 1 Holcbd
BEE 0.5 pg [ LT PGl IE 1 ppm)o
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Agilent ZORBAX RRHD UHPLC 15 L &H8
HFEDEBDHTET. API DY MUY IR
TR DIcHICHEIFE—TFERE
EIREHESN DT MS ZERALFL
TH. WEID PGl DMEDHICTKSH SN
DIRETRIEESNF T

KERFE

REAR

PGI @ 100 pg/mL BEBRZT Z b= b
UILTHBRULE Ufc, CDFER%Z -18 °C
THRELFELR, 10% 7~ hUJLK
TESICHRRUIEBDZ, AAXV Y R
DFHmICERLE U,

PGl 8. 9. 10 DEFBERZ. 7M=L
THRELEX U, INSOBRZET ZH
ZhUITESICHIRL. EBAXYV Y R
THEATIFERRENNERZER L
Ll

BV T IVAiLE
LR APl 2R L LTz,

« BEETE/NAC Y (W 99 % LLE)
« BERY RAA (M 99 % DA k)

- SOAFYIIITETF— K
(4 97.5 % LLE)

- YoOTIFIF NUDLE
(4FE 98 % LLE)

Y TIVRILEFIEZ U TICEH LTV
T, —ED API (&, BERUEE(ICTE
[CBBUFEBATUN, HMEEETO PG
DRFAMIERIF T RINRERTIE 70 % =
BADEINENMESNTNET S

1. B2 7)L 120 mg ZETEUL. 1.5 mL
Eppendorf F 2 —JICAND

2. WE(CIH U TRIIARZEN

3. 7ERZ MUV 1.2 mL &8I
(API (& 10 %)

4. RILFTw IR, 30 R

5. BERNIE, 59’

6. MILT v I, 30 F/

7. =D EE. 13,000 rpm. 2 SRS

8. YUIITAIEI— (IRPPYAX
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Agilent Eclipse Plus C18 RRHD. 150 mm L x 3.0 mm id. 1.8 ym dp
(p/n 959759-302)

20 ul. —— RILEEESDD (TS vy aiRk—h, 58, K/ X5 /=)L 1/1)
15°C

1 mL/min

A =5mM H,P0,/NaH,P0,. pH2.75 A =5mM H,P0,/NaH,P0,. pH 2.75
B=X%_/—)U B=7tEhrZ UL

0~0.5 9 10%B 0~05 % 5%B
05~6.3 % 10~85% B 05~6.3 % 5~80 % B
6.3~6.5 85~100 % B 6.3~6.5 53 80~100 %B
6.5~75% 100 % B 6.5~7.5 % 100 % B
15~9 5 10%B 75~9 53 5%B

40 °C 35°C

>0.025 9

A = Sig 225/5 nm. Ref 450/40 nm (PGI 1. 5)

B = Sig 232/5 nm. Ref 450/40 nm (PGl 9. 2)

C = Sig 240/10 nm. Ref 450/40 nm (PGl 4. 7. 8. 6)
D = Sig 260/10 nm. Ref 450/40 nm (PGl 3)

E = Sig 296/10 nm. Ref 450/40 nm (PGI 10)

BRAXVY R RKEDYVTIVA)

N34 Agilent Eclipse Plus C18 RRHD. 100 mm L x 3.0 mm id. 1.8 pm dp
(p/n 959758-302)
TEENE A =5mM H,P0,/NaH,P0,. pH 2.75
B=X&/—=)VErlE7E = UL
TR : 1.25 mL/min
NS LEE 40 °C
EAE 5ul. Z—RILEEFESHD (TS5 v Taik—h, 58, K/ X5 /=)L 1/1)
Y UIIEE 15°C
PGl 8 PGI 9 PGI 9 PGI 10 PGI 10
BRRIE XF/)=lb XF/=lb FEPZBPUIL XF/—=Ib FEF=BMIID
JSIIVR: 0~35% 30~100%  25~100% 15~100 % 50~100%  35~100 %
35~4 45 100 % 100 % 100 % 100 % 100 %
4~48 53 30 % 25 % 15 % 50 % 35%
DAD : E—oiR >0.013 5 >0.0139  >0013% >0.013 >0.013 23
59+ 240/10 nm 232/5 nm 232/5 nm 296/10 nm 296/10 nm
JJ7LvRA 450740 nm 450/40 nm  450/40 nm 450/40 nm  450/40 nm



faREER

MAXYY R

CNETICT.LC-MS® & LC-MS/MS & ZFH
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BHEDEVCIHUTY Y'Y MEEYZ
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BEF. BRECKELEREEZSZETT,
ZDled. TNZEFALT. 59—y b
ft&Pzthdy—5'y MEEYPPT
Uy IR (FRIEE) hSOBTHIEN
TEFT S

BREIJO—tEILSKIUEETO—EIL
ZRVARERTRODHHIZER 2 ([SRU
TVWET, ABIEECLT7 M ZNY
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5 D THMEPHIRHENTVE T, NS

DORfEPEVTFND., TSVIDHTH
BHEENTWD D, YV TIVICHRT
BBDTIEH O I, TNTDBEEFEZ
TEBRDIU—VICRDKSITERT
DPUENHDIT., RRETO—EILT
(&, BEOREICNT 2EHHASHIC
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EIRUTC PGl DIERRZRVNT, XYy
ROMEEZSHE LE UTc. BIE2DBED
BEZE 1 BEFOFALTCEREZAEL.
ZBE (0.01.0.1. 1 yg/mL) %= 5 EEF T
AAUCHEMZEHULF U, XVY
RNUF—avDF—%K1I1CEE
HTVWFET, BRETO—TEILEEE
DAD Z7O—TJ/LD@EAT. #&ETRZH
EULF LT, 6 BOABROMEHHESH
[CRTENF T . BETRIFKIRICEL
HFoTWVET, —EORHY TIFEEN
b EFFEMEL. EBICELHEODTVD
T—ZAHHDFT (PGl 10 15&E), EEREL
Z &I, 60 mm ZO—tEIbITBVLTWLIL
DHDF—4w k PGl THAIESNIcEH
TRRIE. BEDEERIC BT Agilent 6400
YY—=X MY TJVMER LC/MS YR F
LS TEOSNIERHE TREEFROBDT
Lfco

—BDIEEYM TRE RIS E> TV
FI. INEFBEBIC. R—=XS5AVDEL
e, INSOME PGl DIREICTSHT B
VAT LE=JICERALTVET (R 1
D*TRUKIE), NS5O PGl DIRET
(& XV RZERICREILT 5T ET.
KOEVRHETERMESNE T,

J2EZ 0.1 ppm (0.1 ug/g API = J&&= 0.01
pg/mL) OREFROAHHIZR 3 (TR
LTWEY, COZOXMISLIEF. &
PGl [CRBEPERHERTDY IFIVER
ULTWET,

B3 (%RSD) =0 LOD (ng/mL)
FEr=FU)L 0.01 pg/mL 0.1 pg/mL 1pg/mL  FiE R? 60 mm 10 mm
PGI 1 0.48 0.19 0.05 0.5~200 1.0000 0.2 05
PGI 2 2.38 0.50 0.04 2~200 0.9959 2" 5
PGI 3 322 1.79 1.51 5~200 0.9997 5 20
PGI 4 0.58 0.25 0.12 0.5~200 1.0000 0.2 1
PGl 5 0.35 0.25 0.09 0.5~200 1.0000 0.2 1
PGI 6 0.61 0.14 0.02 0.5~200 0.9999 0.2 0.5
PGI 7 0.66 0.07 0.01 0.5~200 1.0000 0.2 05
PGI 8 0.63 0.42 0.12 0.5~200 1.0000 0.5 2
PGI 9 8.96 2.34 0.15 5~200 0.9996 2" 5
PGI 10 1.66 0.19 0.15 0.5~200 1.0000 0.2 2

B (%RSD) ESE LOD (ng/mL)

X4y /=) 0.01pg/mL 0.1 pg/mL 1 pg/mL HE R? 60 mm 10 mm
PGl 1 2.1 0.07 0.06 0.5~200 0.9997 0.2 0.5
PGI 2 13.26 4.03 0.12 1~200 0.9994 0.5 2
PGI 3 —(=LOD)  2.89 0.75 10~200 0.9985 10 20
PGl 4 479 0.44 0.09 1~200 0.9999 0.5 2
PGl 5 1.73 0.89 0.36 0.5~200 0.9994 0.2 1
PGI 6 458 2.23 0.06 5~200 0.9997 5* 10
PGl 7 1.46 0.55 0.03 0.5~200 0.9999 0.2 05
PGI 8 1.67 0.24 0.22 0.5~200 1.0000 0.2 1
PGI 9 13.87 445 0.21 2~200 0.9997 2" 5
PGI 10 2.51 0.42 0.23 1~200 0.9992 1 5
R=RSAVDFHICLDE/LEDTNS LOD
=1
RAXY Y ROMERE
mAU
154 1 5
10
5 T L e S e e e B e e e I — —
mAU 25 3 3.5 4 45 5 5.5 7
15 o 2
10
54 o : I S R e R T G
mAU_. 2.5 3 3.5 4 45 5 5.5 b
10 7 8
6
27'\‘# —— — —r — —
mAUS 25 3 3.5 4 45 5 5.5 7
2.3: 3
2.1+
—— “ —— — —— ‘ —
mAU- 2.5 3.5 45 5.5
1.5 10
1 j\J\K&
2‘.5”‘ é 3‘.5‘ zi 4‘&_’%5‘55]\
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60 mm FEE DAD BILZAVEZ PGl BESEERR 0.01 pg/mL Do 150 mm A5 L.
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BRAXVY R

Y TIVICEFEND PGl DRIETIE. E
ERBEVHS (FEGZEICFET i
DARFEH)) ICKDEL DD FHZEITD
MENBDOET, BEVVIIWVICHITS
Agilent 1290 Infinity LC #&RLDEARTAEME:
ZERIT BIeHIT, BIRUTE APl Z534
L. BE510D PGI ZAIELZF LT, INAX
Yy RERWVWEHIBAR U —Z2J%IC.
ZFNZND API/PGI [CDWT. BEDE
EHISIIY bEBREERERERVE
ERXVY RERELF U, IXTOD
PGl ZHBET DHEFHL | EERREE
BBV CTREANRENEELEREL
BTEND. TRNTOEAAYV Y RTHE
W (10 ecm) ASLZFERLE Uco SRAX
Vv R (ERFESR) O JILEEEE
BKZ 5 HTY. COBHIE. EEMDS
WD ZRIRY IO DF B EFEMICIN
FOTCLIET,

BIRU 4 BEOEERD S1ER UTEIE
ANBLORIMBRZDHUE U, R
IEEIE 0.1~100 ppm (ug/g APl) TY,
ATV TILDAEREZER LD (F
) BEELEL. BINERZAELE Ul
—E8D APl Y F)LICIEF. T TICZ2D
PGl B'ZFFENTVF UTc, ZDfcsh. TN
S5OYVTIVICDVNTIE. EBEBETOD
PGl ENEFEHTEFEATUR.

20)bANF2I D PGI8. U KA1
BLUOTENAA D PG 9. o0
7 xFo9® PGl 10 DRIFERE & EINER
ZR2ICRLTVET ., —BDI—XIC
DWWCIE. B8MEB LT EMZNUJIL
ZRVWEEGESE. X5/ —ILbZERVES
BICESNIBROmAZRLTVET,
FEAEDIED 100 % (TEL . HIGEE
0.1 ppm DIEIF 80~134 % TULT. NS
DfElF. COEETIFHEDTEDHD
T9Y, PGI10 (X, YoOTJzFIFEE
0.01 yg/mL (APl [CXULT 0.1 ppm) TH&
HTEF U, TVTIBKUEZEEDR
FNFOOXY RIS LZE 4 [TRLTL
ESCRS

g1 g1 pi | g |
FFiaal 0.1 ppm 1ppm 10 ppm 100 ppm
&0OILANFY YU PGl 8,
A9 /=)L, 240 nm
- . g 5471 143.97
RS (ppm) EURE % 42.98 HHET HHET 1153 19
URACL IR PG X5 /=), 232 nm
- . . 438 12.12 96.08
2 (ppm) EIUNE % 3.46 BHETF 914 865 926
U KA 2k PGl 9.
7= bMYJIb. 232 nm
- . a5t 582 12.98 95.09
JREE (ppm) EIREE % : BHET 1580 gas 905
JEINh U PG Y,
7ZEr= MU, 232 nm
- % 000 B 1.05 9.58 99.07
HREE (ppm) I % : *ng 1045 958 99.1
$o07 xF % PGl 10,
X5 /=Ib. 296 nm
- . 013 1.07 10.26 101.40
R (ppm) BN % 0.00 134.0 1072 1026 1014
o7 xF o PGl 10,
7 b= bMYJb. 296 nm
- . . 0.15 1.05 10.33 100.49
JREE (ppm) EIREE % : 80.0 979 1026 1004
®2
JERMSB KUHRME APl BRICBIFDERAAY v FOMEEE
(ppm (& API [T T DIEE. APl 3V T IVEERT 10 %)
A
MAUS 5O A% oYY 10 %, X9/ —IbXY Y K
800 (# 43 ppm D PGI 8 HitFEE)
600
400
mi N N
YR Y 14 Y 18 %
mAU ~ N
800 ZOILAEYT10%
600 +100 ppm PGI 8 (10 pg/mL)
400
07 T T T T T T T T T T T T 1
wvq i).:mg 1 1.2 1.4 1.6 1.8 %
- m
800 10
6007 PGI 8
400
200
0 T T T T T T T T T T 1
0.8 1 12 1.4 1.6 1.8 %
4
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A:o0INANFY IR PGS, B: TENALCVH PG, C: o077 xF I PGI10 (<)




TERACLY10%. FEF=PUILAY YR
AU (PGI 9 [FHRHENT)
mAU-

1 1.2
TENRKAALV10%
+1ppm PGI 9 (0.1 pg/mL)

1.8 2

1 1.2
0.1 ug/mL PGI 9
20] B#

1 1.2 1.4 1.6 1.8 2 b2)
c
mAU
087 Jo07xFT10 % XAF/—IbXV YR
0.47 (PGITOBRHENT)
0]
0.8+
——— T —— T
1.2 1.4 1.6 1.8 2
mAU_ A
081 ¥oO7xFo10% U\N\J\J

71 +1ppmPGI10(0.01 pg/mL)

-0.84 T T T T T T 1
mAU ! 1.2 1.4 1.6 1.8 2 b
0.8] 0.01pg/mLPGI 10

04] ®*

0; PGI 10
_0'4:—_—_’_'____’___’____’_/\_._&.——-—/_——\'_—_“‘
—0.84 T T T T T T 1

1 1.2 1.4 1.6 1.8 2 b

4
FHXY Y RERWTHIRLIES Y JIL. BIlY Y I, REFRORRNBEIOY IS L
A: 70WNFI IR PGS, B: TENACLVHRPGIY, C: ¥o0OT xFIHPGI10
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Agilent Max-Light 1— U wISREL
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ADVAT LZAWSZET. BOART
ML LC-MS BKU LC-MS/MS Y X5
LICRDDBHNEERRNRELE T,

MNEAXYV Y RTlIF, BERRICZEND
FUATLEARE 4 pg T TOARFIZ IR
HTEF Uk, EEY Y TIVIC—RIIEE
ETEFEN% PGl DoizE&RLd Bl
®IC. F API DFERAXY Y RBOERELE
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