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Agilent 1290 Infinity LC ¥ AF L&

Agilent 6460A tU 7)UIMEME LC/MS ¥ A7 LW
XYy REELEEERERDT
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A -~ | ' kL
o il F e OH
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NH,

D7 TUr—2r 3y /— Tk EERBMRS (APl) FOEGSHENEEON DT
) (PGl) DEEDICHIF S Agilent 1290 Infinity LC ¥ X F LB KU Agilent 6460A U
ZIVIUERR LC/MS DATEEMZBN LE T WA 7O0—FZANT. ZRU API
[CEFENDTFU—IL7ZV PGl BLUT7Z/EVUIY PGl ZRIEULF Ul REBOY Y
TIVCEFEND TP DOENKRICBIFT D AT LREBRUBHEOHXEEFANF U,
2EMICHE > EBFVEEEDESNIED(E. 1.8 pm FIF%ZFTA LT 150 mm RRHD 1
S LERAWCEDEEE UHPLC TUTE. APl &5 —4'y MEEYIDDBD RFFIEEIE.
50 mm RRHD AS LZHAVWTCT. AHRAE—RES VY TIRI—Ty hZELESED T &
HAEET T,

2,6-¥007 =Y ORHETRIE. MS/MS ZBWEIBE(d 20 ppb (ng/g. AP T UL
C) Kii. DAD Tl& 100 ppb (ng/g. API [CXUT) KT Lz, ESI-MS Tl MEL AN
LD 26-Io007 =Y VFEHETEEHEATUR,

%2 Agilent Technologies



GC TR CED?
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[ |
LC-MS
GC-MS AP-ESI/APCI
+ &l -
JBFEIE? 1R CREIREIFEL Y
[FW (AIA-4 [FW [AIA-4
[ | [ |
SHS AT BEFADREE FEA(L
GC-MS BHME? RIRERL? :
| [&"L? | lb\b\i (Eﬂ/? | lb\b\i |
SPME SHS BEFA _HPLC HILIC KTzl& RPLC
GC-MS GC-MS GC-MS 2 735 L\/AEENE FE{AME RPLC
DHS SPME Iy TS (CFT)
GC-MS GC-MS Deans 2DGC (CFT)

1
API th PGI SHFADXY v FEIRZO—F v—b 3

FU&HIC

BEIGER T\ HEEE 7 B DEERRM D PAHYIE. poten-
tial genotoxic impurity (PGl : SBE{GEMEDERON S AM) EMEIE
NFEYF. I3 UIEFHYIE. EERBEMRSD (APl) DO, B
Bl MEERBORBYEENSEUET . EETIE. PGl [CH
IRELNEED. BHFHEE (TTC) KBESTNTVET, !
1 B b OBGEMERIIERET 15 ug WS TTC BTH
nE. URIHHREEANT. EALRDAMDE U DATHENE
FEDHTEVESNTVE Y, EERZESR (CHMP) hE(cE
HEMENDEEREEZ B EICEDRY AT DHFRERIG. H
AFEIEY AT DIEMEN 10 HHD 1 KECTHHIEEETNT
WE T, 2 ZDFER. API [T ppm LRIV TZEND PGl ZIRHET
EDTWAVY RHBRMEBELODTVWET, IEFETIlEF. FED
PGl [CEEAEND XY v ROPEN RSN, 3 EELERZD
EICUREAY Y RBIRF v— FBIERENTVLET (K1),

PU—IVTPZVEPZ/EYI VI API Z18RLT D PGl ST\
TEETFBEFERICHEBLANILTEFEL TV SOREMRDSH DX
Fo API [CEENDINSDIEEWZ ppm UTDLANILTHHT
TDDIEEET. MEBRED PGl ZIRHTEDZEL. YKy
O AT HEERT DFRMZHR eRTmDERED RO SNE
Fo YVI)VEERED LC/MS Y RFT L7ZEAWNT., ZDEDIE
BYEMELANIVTHRT 2FEICDOVTIE. HEICHETULT
WET. 4 MU TVUEBEIDEEDE ZER E, BIRMEC R

EEESICEHDTENTEFT, Agilent 1200 1 —X Rapid
Resolution LC (RRLC) & Agilent 6410B U ZF)LIUEEHE LC/MS %=
HPHEHOEE7 5/ 0O—IUH PGl (EP R4#) D) DEETIE.
OF7 7O—FOHRENSRI S NE Uz, 5

DHDREEAE—REESSICESHDIEHIC. Agilent 1290
Infinity UHPLC 2 X5 s & Agilent 6410B kU Z)LIHEERR LC/MS
VAT LERHFEDE T, 4 1D API [CEFENS 10 BEDT
U=ILPEVEFPET/EUIVEFTUE L. DiFLIEYE
DEEZH 2 ITIRLTWLET , —88D PGl (&, 2H7ICALE API
DEFAAFH T Y . EEDY Y TIVICBIFDENERZEFND I
OIC. ERED API AR (RINA 1L, Ficlddb) Z MRM
E—RTHHULE LR, PGIDSED 1D (26-YyoyO007=U
V) [ZDWVWTIE. MS TD L RARY AHMELEsD (ESI A 7/ b%Z
f#/). DAD ZREWVLWCTHREULFE LI,

SITICIE. 1.8 um HIFZFETA UTz Agilent ZORBAX RRHD £S5
LZEFERAULE U, MEEDEN T Agilent 1290 Infinity LC AT
LTI, TFEIEFLERESOAS LZERT DI ENTFETT,

X5 /=)bh7E b= MUILOVFNHOZRWNTCIOXY NS
T4 DBEREZRELL. ¥ 8y IRTFEZEREITCISER
LEF LT
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SR LTz PGl 3K API DiEE

RRFE

ERRE

Agilent 1290 Infinity 5’4 & — R77 L &2z =58 U Agilent
1290 Infinity LC 25 In&. Agilent Jet Stream FiffiZiEE U

Agilent 6460A ~U Z)LIOERE LC/MS Y A7 LEFEARALE Uic,
Agilent 1290 Infinity LC ¥ A5 LADBREIFUATDESDTT:

G4220A —RBIEZE T/ v Y72 KA Tc Agilent 1290 Infinity
NAFURYT
G4226A Agilent 1290 Infinity A — k> 7S
G1316C Agilent 1290 Infinity A5 AOVI\—KXV
G4212A Agilent 1290 Infinity &/ +— R77 L #&Hi3s
XVy RINSX—%
AN Agilent ZORBAX Eclipse Plus C18 RRHD. 50. 100
Frzld 150 mm | x 2.1 mmid. 1.8 ym
Ente A=0.05 % FEEKAR
B=X%/—)VFE7E = UL
pini==1 0.5 mL/min
I95JIV bk HSLERE
50 mm 100 mm 150 mm

B=X%./—=)U 0~025%9 0~05% 0~075% 10% B
0.25~254% 05~54%  075~75% 10~100%B
25~3 45 5~6 53 15~9 5 100 % B
3~4 5 6~75%9 9~112% 10% B

B=7th=hUIL 0~0255 0~055 0~075% 5%B
025~254% 05~5% 075~75%5 5~95%B
25~3 5 5~6 5 15~9 5 95 %B
3~4 53 6~7549 9~11.2% 5%B

RE B=X%_/—)b:45°C
B=7t k= hKUJL:40°C
EA MS: 1 pl. Z—R)LEFSHD

(FTwvami—b. 58 K/ X5 /=)L 1/1)
DAD: 5 yL. =— RJL#EBD
(FTwvaik—b. 58, K/ X5 /=L 1/1)

R

DAD (PGI10)

VIFI 2457 )b 238/5 nm. SH8 420/50 nm
2457 )b 296/10 nm. S8 450/50 nm

'L ZE10mm 7O—t)L

AUy 4 nm

E—2iE >0.012 43 (20 Hz)



MS/MS (PGI1-9)

A7 Jet Stream FEMIDORI T« T1F/EICELD
IV ORTL—
Jet Stream J/\SX—% ERAEE 330 °C
BIRATRE 8 L/min
XTSAYHES 35 psig
I—AARERE 340 °C
Y—2ZAHRARE 10 L/min
FrESUEBE 4000 V
/ X)VEE 500 V
EXDiAH 50 mm A5 L 0.6~2.6 2
FALTAIEIVIT FT
100 mm HS LA 1.2~5 %9
FALT1IFVVT 0.02 5
150 mm A5 LA 1.8~75 %
FALT4IVFUT 0.02 5
MRM &7 =1
FILE EMV 50
JUh—=8 JOFIb IS5HAV5— EHR
PGI ZH5 13V (m/2) 43V (m/2) (V) IRbE—(V)
1 37=/RUVYZRUIL 0 1191 92.0 110 15
q 1191 102.0 110 21
2 5-7)bA0-2-XAF)IV7ZUV Q 126.1 111.0 110 17
q 1261 109.0 110 17
3 NN-IXF)b-m-MLAI> 0 136.1 121.0 110 13
q 136.1 120.0 110 25
4 1-TJxZ)-EXRTIY Q 163.1 120.0 120 18
q 163.1 118.1 120 25
5 NNIFIL7ZVRSZIVEE  Q 166.1 130.0 90 17
q 166.1 148.0 90 5
6 &XFILPERPZZUR Q 150.1 108.0 100 13
q 150.1 93.0 100 25
7 5-7=/-2-700EUY> Q 1291 93.0 120 18
q 1291 66.0 120 25
8 4oyO0Orz=vuv Q 1281 93.0 120 17
q 1281 75.0 120 30
9 26-IXFIVFPZUY Q 1221 105.1 110 16
q 1221 71.0 110 25

10 26-¥o007=UY DAD (MS ARV R1E L)

=1
SIRUTAELSHDOT—IMDRAHINGA—F, 0 = RERHD NSV IVaY.
q=ERADMSYIVaY

a2
PGl & API &, I XT Sigma-Aldrich S AFULFE U,

BB TEINACY. >99%. 5 g

- JOAFYTIY, 8%, 25 g

< 18EE D RAA K. EfF. 15¢
-YHOTTFIFRUDL, 10g

EEER

PGl DRIFE®& (1~3 mg/mL) Z7 = MUV TIRAEULFE U,
BRERGUL. 7ENZ RMUJLTHEIRU. 100 pg/mL DESRE
ERUEUE. CORESRZAVT. BERAREIZERRE
AEHUE U,

BT IR

BATR®D APl ZEIRUE UTe:

B TEINAA Y (FE 99 % B L)

- R A (SR 99 % LAE)

- JOAF YT TEEE (W 975 % L)
- UHIOTTFIF NUD L (FEE 98 % LLE)

YU TIVABMEFIRZELATICRUTWE T . —HD API (L., BE
BEHTRE(CRBUTBATU, MHBERICHITS PGI D
BIEEFRIF T, RINA IKERTIE 70 % Z#BX HEINEHNRE
NncVEd,

BT 120 mg ZEHEU. 15-mL TYXY RV TFa1—T
[CANS

MBI UTRINA UBREZENR D

c12mL 7 h= RUILEMZ S (AP 13 10 %)

LTV IR, 0

- EBERIER. 559

cMILTY IR, 30

< SEDEE. 13,000 rppm. 2 93

YUV ITAINI—TRARZDET D (R7PAX 0.2 pm,
B4Et)LO—X. Agilent p/n 5061-3366)

BREER

XYv ROFRE(L

3EHEDAHSLRE (5.10.15cm) & 2 FEEEDEREST « T 74
VY—BEDET A T 7MYV — (X5 /—=ILETFERZRNUL) =
BAWT. 6 FBEDNAX YV Y RZRAFRELUE Ulc, BEE A ITEI(C
0.05 % FEIGERE UE UTco MS FthlE, TRXTDAYV Y RT
—EEULFE U, LC/MS/MS MRM EICDWTIE. E9—5'w
MESYIDRBER (10 ppm) ZAWVWTEIRLE Uz, Agilent
MassHunter Optimizer ¥ 7 b D T 7ZFRAWT.& PGl O7O45 0
NMAY. REBEISITAVY—EE. BRIRILF—ZEE
RISRELE Ui,



APl BV TIVERDEDH TREENTHSD (10 % API). T
JVBIRNY 100 % PE = MU THDTED S, BTV T
BRICERT E—JDEHPIEZ T DTcs(ClF. PED
FEADRERELEDET . Kfeo UV AR MS 4 F 1EICSHITF
BDFSZEREFTCIFER L. APl & PGl DA BEZRAILT D18
[ClF. TBLEYOE—IRZTEDRITIRS TDIREDSDD
T, TDEH. FAERF Tl LLF U

10 pg/pL ZHEAR (100 mg/mL APISART APl H1 0.1 ppm [C#8
%) ORFTESNIHEAA>o0% NS LER 3 [TRL
TWET, CODHICIE. 1.8 pm Agilent ZORBAX Eclipse Plus C18
RRHD RIFZFECA LT 100 mm x 2.1 mm AS LZFERALEL
feo FE (0.05 %) KBR/TZERZNUILDITSI TV NEER
LFEULR.

3
DO vs. DA (9)

E3
10 pg/pL FREBED MRM FHRICED/ESNIHrZ>o0% NS5 Lo
ASL:100 mm, EFs T 7 V— 7= MU

PGI1~9 [FBBICHRETEFX Uz, EAZE 1 uL Tl&. Jet Stream
ES| 41 F ViRB KLU MRM E— RZERBL\EIBEDIEERRDIE
HTFBR(E. 2 ng/mL RiFTUTe,

DTSR PGI DS EDM 1 &4 (PGI10. 2,6- o007 =) (&,
T ORXRTU—AF 1 MS TlELU ARV ADMEL . DAD
DHTERHTEFT Ulco TDEEYD UV AXRT MNUDRK(EZE
RUEDIE 238 nm & 296 nm T. LWIFNDRERICDWLWTHEHE
LFEUfce MU TIVHERBIGHIRICLERTRENMR T T DI
. BVTILDFAEZE R LE UTc, PGI0 [EDITRRIEEY
DIEHTH > EBFEFNDBVCH. ZHDFEAE (5 L) THH
LE UL 10 ng/pL EZ4E88 % 1 L EAB KU 2 ng/uL 1285
B 5 UL FEAUCBEOHEZR 4 [TRUTWVET . FAED
5 L DHBE. AHORWMEEY THRERNE/ Y RIGEP E—o DE
FDERBEINFK Ufehl, PROPEREZEBELEDOFICHERFNDFL)

PGI7 10 pg/mL PGI10
EEI? EAR L

PGI2

2 25 3 35 1 %

mAU
2 pg/mL
15 EARS L

10

5 ’_,_/JL,A_/\V__/L/L_,‘._J LJ\-\‘
0

2 25 3 35 4 %

4

EBEsmooOIMISh,. ASL:10mm. EF4T7Av— 7 M=
MUIJL. #&H: DAD 296 nm

PGI0 ZRAIE T DT ENTEF LI, PGIO [CDWTIE. DAD 1%
HZERWCEEDRERFDEE TRIE 10 ng/mL KT Ul
GEAE 5 ul)o

6 FEREDAY v RDINUF— 3 v &EELFE LTz, 0.002 ug/mL
~1 pg/mL (MS/MS) 8K 0.01 pg/mL~2 pug/mL(DAD) DEEH
DREICDNT., BIRRMEZEAIELE Uico MS/MS [CDWTIE 0.1
pg/mL. DAD [CDWTI& 0.2 pg/mL THEIRM (n=5) ZRAELEL
feo MHTBRICDWTIE. 0.002 pg/mL (MS/MS) BKU 0.01
pg/mL (DAD) TRIE LT S/N hEEHULF LIc, XV w KLU
F=Y3VTF—HER2ICFEHTVET,



ERE PGI1 PGI2 PGI3 PG4 PGI5 PGI6 PGI7 PGIS  PGI9 PGI10 PGI10
238 nm 296 nm
ACN. 50 mm 09996 09997 0.9994 09986  0.9997  0.9999 09989  0.9997  0.9997 0.9999 0.9999
ACN. 100 mm 09990 09999  0.9993 09905 09978  0.9997 09999 09996  0.9998 0.9999 0.9999
ACN. 150 mm 09989  0.9980  0.9989  0.9991  0.9999  0.9994 09996  0.9993  0.9989 0.9999 0.9997
MeOH. 50 mm 09999 09995 09997 09977 09995  0.9998 09999 09996  0.9999 0.9999 0.9999
MeOH. 100 mm 0.9994 09998  0.9999 09989 09999  0.9998 0.9996 09998  0.9992 0.9999 0.9999
MeOH. 150 mm 0.9998  0.9993  0.9999  0.9889  0.9991  0.9999 09996  0.9998  0.9998 0.9999 0.9999
B2 PGI1 PGI2 PGI3 PG4 PGI5 PGI6 PGI7 PGI8  PGI9 PGI10 PGI10
238 nm 296 nm
ACN. 50 mm  1.86 2.26 0.97 1.79 1.62 1.98 0.29 1.34 1.49 3.82 1.14
ACN. 100 mm  1.68 1.45 0.36 1.65 2.38 2.23 2.03 1.86 1.25 1.26 2.70
ACN. 150 mm  1.30 1.48 0.75 1.68 0.94 0.54 1.39 1.84 1.22 1.15 3.68
MeOH, 50 mm 1.70 1.81 0.72 1.50 0.91 133 0.38 1.94 1.08 457 483
MeOH. 100 mm 1.76 2.29 1.07 1.04 0.61 1.15 1.02 0.55 1.10 3.19 0.90
MeOH, 150 mm 1.60 2.16 0.93 1.39 1.00 143 1.81 0.68 1.69 3.21 5.75
BE PGI1 PGI2 PGI3 PG4 PGI5 PGI6 PGI7 PGI8  PGI9 PGI10 PGI10
238 nm 296 nm
S/N3 134 40 10.1 46.0 100.9 25.0 302 36 6.6 8.2 6.1
LOD (ng/ml) 05 15 0.6 0.1 0.1 0.2 0.2 1.7 0.9 37 49
1 MS:0.002~1 pg/mL. SEAE 1 uL. FEEICDE 1 @EA
DAD: 0.01~2 pg/mL. EAE 5 pL. FREICDE 1 @EA
2 MS:0.1pg/mL. JEFAZ 1 L. 5 BIESDEA
DAD: 0.2 pg/mL. JEAE 5 pL. 5 EEFEA
3 0.002 ug/mL (MS) B&KV 0.01 pg/mL (DAD) TRIE LIV 5 FIV/ /A Ztke $/N=3 [CDWLT LOD (ng/mL) Z&H,
100-mm A5 LT7t b= ML EBWVWTHORZSENE,
=2
AYw REEEDINY F—2 3 VR SRR TEINHA VER
0.1 pg/mL +0.1 pg/mL PGls
(=1ppm)
IRTDAY W RTEDHTRIFFMHEENEOSN. RYITBH x10t x104] x110;7
T3 PGI4 (2 = 0.990,100 mm AS LEP & M RULEER) % 131 12] ‘
fRZE. r2 fE(F 0.995 Z#BZ F Llce MRM E— RZHWEIESD 124 - 114
RSD (&, BHBTR3% FawmT UL, 1.1 11 150 mm
‘|,
= 14 ] EIvEd
A5 LRETDEE 091 100mm 2 75.2%
A== B = a » 0.9+ i
APl 2D PGl DRIEICHIF DERADIEEES, ¥—' v MEGYIH 08 Egz OB
APl (FfeFHEIGBEDOSWMDOAFY) &HAHT BOaE 084 50 mm 0 637% (74
NHBDTETY, T, NEXYVY RERVDHEE. ZOAEE 071 s ' 08
HEELEDET, COBDAHTIE. 27O TS T 178k 06 44.6% 0.6 '
BENEELEHTY, MIMOEREEEEEEICBVT. &2 05 05 051
BEm L. ERD (FEFBEOEVLINE) OFS5ZERT ' PGls 0al 044
BREDICIE. HEEE—IF0/I\VT 4 DEEDBENEFE 04 '
EBDET, DEESHIERLESEF. WSLRSERLT 031 03 031
Z):ttg-o 024 0.24 0.2+
KREKTFIA XD T, BESORES 3 BEDHS LEHEK 0.1 I 0.1 | L 01 L
ULF Ufe. SOMTEREZIIFIDIEHIC. FNZENITIHU ] Mo o) e ] B
ZQEDID hﬂﬁﬁaﬁ%gibi lJTC (J:I:1§IJ>(‘J‘y I\)o *EEEBU' 12 14 16 18 2 26 28 3 32 34 38 4 42 44 46
BPHSLRSOFEER 5 [SRLTVET., COETIE. PGI6 2 g
HERKE. PGI6 1 ppm BERIMUIETENNAA VBV TIVBED  ®Es

MRM EIC ZERTHRRLTWE T, PGI6 (& KELETE/NAA
VE=ODT—UVIDELTAHLEY. 5 Tl DAD T
BEUETENAA VE—I DR TEEZRENTRUTCVLET,

REDERBDIHSLICBIZDREBRB LU ITENAA VBRICEFND
PGI6 DBEHEROLE. EF« 774 P— 7= MUIL. #&iH: MS,
150.1>108.0 m/z, KEQIE DAD TR LT EINA A Y E—O DR THMEZ
RLTVET,



50 mm NS L%ZES &, PGI6 OFHEF/EL APl [SETE, LR
RYRFEEBRPCRASBEZEIALEED 45 % ULHH DX
B Ao 100 mm ASLTIE. AP & PGI6 D7 EERED A E L. EIUR
£ (HBE) 64 % [TIBIMULTVET, 150 mm A5 LTIF, 558
BECRREIFESICALELTVET (BEIURER > 75 %) ZDHIF.
HMEDIICHIT DE7EERE HPLC DMRZRHEICTRLTVE T,
NAXY v RZRAVSHEF. COMRIFFICKELLEDET,

EIRE DR

ASLDRSDEFD. ERMZREIDFECH. DEEE (OL
Tl& PGl RHIEDIEE) ZEDDIENTEXT ., BRBEDE
FTAT7AV— (PERZ NI AY /=) ZEEL. &
REZEESBET Ulc, BIRECHIID2ERBEDET 4T 7
AV —DFEEE. P7TUT—Y3VICKoTEEDHTKREL
BRHIEDBDET, ET A T7 A V—RBAV Y RIS X—%
D1 DEDT, XY v REFEDERIC, /Ny T 7P pH £DH
BEICEECEXRT, X5/ —VX@FE7EMZ MUILDER

A5 )= u

RAD
)

22071732 10 mg/mL

RED u
R
+PGI10

JoO7xF2 10 mg/mL
+0.1 g/mL PGI (1 ppm)

5 55 § 65 7 75

b2)
7Er=MUIL
st 2071+ 10 mg/mL
XL
2071+ 10 mg/mL
PGI10 +0.1 ug/mL PGI (1 ppm)
5 5.5 6 65 . . p

6

RMBLUIEFIMS 207 xFI@HPD PGI0 DRIRICHNT. BEBR
DEFAIT7AV—ELTAY /=) (k) ZERLET—REFERMZNY
IV (F) ZERALET—ADLE, A5 LRE: 150 mm, #&iH: DAD 296 nm

HRBEECRIFTRED KK DNDDE. Io/O7 1FIERHA
D PGIN0 DHHTTT, PGIO (&, 07 = F 7 DEIHDARKEY
TY. AMICKDESNI DAD 20~ bJS L (296 nm) Z[E] 6
[CRULTWE T, CORTIE. AIBKUIERMT 20T 7
TBEBROABFCBNT., BRBRDOET 1 T7 A P—&ELTX
5 /= EERLT—AEPE M NI EFERLET—R
ZHBEUTCWE T, X& /-5 L RARBITERT S
THEHL 6.25 9T PGHO EHBHUE T, ZDeth. HrllcT
BRsRZfc CTHDIEVE. BREIET—5 D% UTeb. PGI0 O
ZBKRICFHALED T DREMNSDET, X5/ —ILZ2T7 &
FZRUMISSHRET D E. 2 DORFPIEN—RS AV THEES
. 9007 1FIBRPICIFREATREIFED PGI10 HFEL
W EDDIDET,

BHE APl [CBIFD XY v FitEE

4 TEFEMD API [CDUWVT. 10 F&ED PGl ZEE 0.1 ppm THRMT
BDRIEARIMURRICHITZITVE Uico FMEMICDOWVWT, B
V7IARDLOINEZ. B URED PGl ZZIREREY S
LEULE =BE=(TVTIVICBIFDUV AR R /IZEICHITS
LR R)*100). DHfrICdizoTlE. & 500 100, 150 mm D
NSLEAT /) —=ILBXUO7 R NUIWZEFERLELR (6D
DAY R)o PGIO [CDNTIE. 238 B&KU 296 nm T DAD [CK
DIREUF Ul BRER I ICFEHTVET, COXRTIF. &
PGIDOUFV3VFALEBZAPIDUT VY aV5A LIRS
TRUCWVET . REDI U7 F. SR S5NEFEFICHBLT PGl A
APl EHBHULTVWAH T EZERLTVET, CDIBEH. BIUNEE
EDHTELEDODTVET, U RAAETOINFII VI
DWTlE. ZNZEN PGI 9 & PGl 8 ZREICESATULDIESH. H
INRZBHTEFEATUR, U RACVICEFENTLE PGI9
(& 2 ppm B E. ZO0IIAFI I UHSEHE N/ PGI8 (& 20 ppm
B ETU.



PGI1 PGI2 PGI3 PGl4 PGI5 PGI6 PGI7 PGI8 PGI9 PGI10 PGI10
0.1 ppm 238 nm 296 nm
ACN.50 mm |BEPEVEEIN 1.80 1.30 1.15 1.90 1.70 1.25 1.50 1.60 2.25 2.25
URHA> 0.65-1.30 38.7 0.0 0.0 52.8 32.6 0.0 16.3 (a)
PAAvaE Sl 1.35-1.55 0.0 58.4 78.5 81.3 731 435 78.8 0.0 0.0
IS PP4 1.45-1.55 44 81.5 86.7 70.0 51.8 64.3 78.0 (a) 80.1
Pjnpisnsd >230 86.7 90.4 97.8 118.4 62.5 96.3 92.7 101.1 94.7 77.9 94.8
ACN. 100 mm 2.60 3.20 225 1.95 340 3.00 215 2.60 2.80 8] 410
URAA > 1.40-2.25 43.1 72.6 0.0 0.0 69.4 51.3 1.3 35.6 (a)
PiIAvaE Al 2.35-2.70 83.4 83.5 82.5 91.2 64.3 83.4 0.0 52.8
pmasPPd 2.50-2.70 23 91.6 94.6 65.0 53.3 80.6 61.8 (a) 91.9
Pjaphvgsl >125 88.3 96.1 94.7 95.0 61.4 94.2 93.3 104.2 97.6 88.8 87.7
ACN. 150 mm 3.70 4.60 3.20 275 4.90 4.30 3.10 3.70 4.05 6.00 6.00
URAA > 2.10-3.15 63.6 735 0.0 0.0 85.1 64.5 1.6 45.4 (a)
Pi=AvaE 2l 3.50-3.90 0.0 84.6 80.6 105.5 108.6 81.0 89.5 0.0 66.5
IS PPA 3.65-3.95 60.0 92.8 101.6 71.9 58.3 89.4 73.0 (a) 94.3
pzinpiwgel >6.20 104.2 91.6 101.9 82.6 60.6 102.9 95.8 106.0 101.3 112.5 136.5
MeOH. 50 mm 1.35 1.75 1.35 1.10 2.20 1.90 1.25 1.40 1.65 2.35 2.35
UrhA> 0.65-1.40 0.0 38.5 0.0 0.0 56.3 38.5 0.0 0.0 (a)
PltAvaE 2l 1.50-1.85 74.0 0.0 88.2 99.6 721 33.9 82.2 97.0 0.0
ISP 1.75-1.95 82.4 78.7 93.9 745 445 0.0 82.3 (a) 86.1
Pinphbpsl >255 98.4 92.3 100.1 108.3 65.0 95.2 99.6 67.7 95.4 (b) (b)
MeOH. 100 mm 240 3.10 2.35 1.85 3.95 3.40 215 2.45 2.90 4.30 4.30
URAA > 1.35-2.40 29.0 49.2 0.0 0.0 74.7 56.7 0.4 6.5 (a)
Pi=IAvaE A 2.75-3.20 99.9 0.0 94.4 102.8 91.9 62.8 95.0 96.2 0.0
EInaSPPA 3.20-3.45 86.2 98.9 107.3 103.0 52.2 6.4 75.9 (a) 107.5
Pjnphsgsd >470 107.3 105.8 107.3 112.6 67.7 99.7 101.8 107.2 108.0 (b) (b)
MeOH. 150 mm 3.40 4.45 3.40 2.65 5.75 4.90 3.10 3.50 4.15 6.25 6.25
URAA> 2.00-3.45 305 71.2 0.0 0.0 82.7 55.1 0.0 0.0 (a)
PlIAvaE Al 4.05-4.65 85.7 0.0 711 111.0 94.8 56.3 90.6 874 8.6
EImaS PP 4.55-5.00 85.3 126.1 84.4 128.7 845 32 75.7 (a) 97.2
pinphvgsd >6.90 78.3 102.4 86.2 109.1 59.7 97.0 97.7 99.9 975 (b) \ (b) \

(a) API FRICKEICTZTE, DR ZHHTET,

(b) PGI10 DDA FEEFEFH. DAD DT —H1EL (K 6 HBHR).

=3

PGI 0.1 ppm ZiRMUL Tz APl BROSDFER (EURE, %) RBOIV7IE. SZASNIERMEFICHNT PGl HiAPI EHBFHULTVLBD T EERLTVET,

B 7 [CI&. PGI7Z 1 ppm ORE THRMULICIOINF Y I VER
DHHBI7ZERLTVET, DAD 0V IS ATIE, 45~5 5T
APl DXEFE—IDMRHENIIFH. —EDARFECREYE
DE—IJHREENTNE T MRM F—FBDAHCKDES
N 2> o0 IS LBRULTVRT, A4V
OX IS ALTIE PGI1~9 DIRHENTVET . BHDIENA
Tld. PGl DIFEERENNY Y TIVBERDERICEIDER U
BINEZRULTVET, FEAED PGl T, RIFFHERHFSN
TWERT . FBEIF 70 %~130 % T, INISHEMBIHT (BRFH
BR) ICBIF D>—RRMVISPRFMET I, PGIS [E. RILRE K D B KIE
[CEVWEBET. BEBHED APIICEELTVE T, 2D, &
DYV TIICHBENTIE. PGI8 DEINEZRET D LIEARAIRE
TY o APl EEBDHIICHIAET D PGI6 [CDWWCIF. BEDAF
VHIHIORE T, EIRE (1EE) BREICE<LEOTVET,



N

1
tGI 4.163.1>120.0 (98.3 %)
0

PGI 6,150.1>108.0 (3.8 %. APl &3HiEH)

! \ PGI 3,136.1>121.0 (101.7%)
0

X101 PBIT120.1>630 (191 %)

: L

Jl PGI 8.128.1>93.0 (API FRICFZTE. > 20 ppm)

1 ﬁ PGI2.126.1>111.0 (96.0 %)
0

PGI9.122.1>105.1 (98.5 %)

1 PGI 1.119.1>92.0 (89.6 %)
0

HADUN (%) vs. BRD:AHEEE (93)

7

1 ppm PGl ZRMUEZOWAF Y I VB I TIVD DAD FRERB LU
IFAIT1ITPATNS0Iv3aY, ASLEE: 150 mm, EF 177 A
Y= A5 /= FSUIVaVERHUEAREZTLTVET,

DR Tl BREOBBEDUET Ul XY /—ILZET T
FZRUIMICSHRL. DHHZEEOIRLE Ulc, B8 TlE. TDX
Vv RTHESNIEMRM bS53 32007 NS hE. X5
J=IVERVWTESNIcoOX NS LAZERULTVET . A
UBVTIEEALTVETH. HfcEXY Yy RERVEE
[CI&. PGI6 DEINHBASHCHBESN TN T . ZOFIIF. FEIR
HORBEVS 7 TO—FHEDD THRNTHDI EZRLU
TWEY,

P
x104
mAU  Z0)bANFTT 1 ppm PGl &N
DAD 260 nm 17 MeOH
40
30 057
20
x104
10 11 PGI 6
ACN
0,
051
1 PGl 5,166.1>130.0 (80.4 %) : . . : : -
2 3 4 5 6 7
0 HOVU vs. RDIAHBSE (53)
8

20ILAFY I PGI6 (0.1 ppm TiFhl) OBIE. 150 mm AS L. X5
J=lb (k) BKOE7EF=BNUIL (F) ZETF1 774 V—EUTER

BRBREOET A I 7 MV —DEBICKDBEREZREITDE
31 D0F1E LT, TENAA VICZSENSD PGIT DOHHIZER
9ICRLTVE T PERZ NUJL (B 8A B8KU B) BRU XS
/=L (B 8C $&KU D) ZAVIZEDERERRET VT IVE
BD MRM bSVI 3 V& APL(7ZEBZ RUJLZFER. 100
mm A5 L, 2.35~2.70 3 TEH) DFEICKD. PG D174
{EDZZ2ICHHFENTVBR I EZRULTVWE T X5/ —)b%Z
ERTNIK. PG (FTENAA TV EHB L. MELRILORHN
AREICEDE T, COBITIE. PERZMUILKDBHAY /—
IVBELTWE T,

x102
49 A ﬂjG” E$E-ACN
2
x102
4,
B , YT I-ACN
2]
15 2 25 3 35 4 45
<102 AUk vs. BOAHE (59)
'I,
08| C PG 1= MeOH
056 |
x102
N PGI 1
g-g’ D BT IU-MeOH
15 2 25 3 35 4 45
Nk vs. BROAHE (59)
B9

T EINAA >h PGl (0.1 ppm TiFhl) DBIE. 100 mm AS L



PRAE—FO@EE

THABDBEDEOSNTVDIEE. BLASLZERR. D
AE=REY VTR —Ty FEXEICELEIE DI EHT
TF T, DAD #H7ZFL iz UHPLC [CK D PGIT0 DA TIE. T
DEHRENTVET, B3 DIOX S LS, 72K
VLR UISE ICREBEDBENESND I Ehbh o T
WET, 50 mm DASLERV (LB ISI IV hEERT D
& DEER%ZE 3 2D 1 [CIEETEXR T COPIZER 10 [TRL
TWET, B TILAHRD PGIT0 (& 1 ppm DAL THREENT
W&Ed,

7=
50 mm AS L

2207172 10 mg/mL
+0.1 pg/mL PGI (1 ppm)

[N
o ]
N~

10
o077 xF 2 PGIO (1 ppm T:HM) DAE. 50 mm HS L,
ACN EF 1 77t —. DAD &l

P
20001 PGI 5, 166.1>130.0 /\
1000{ ‘ PGI 4,163.1>120.0
100% PGI 6, 150.1>108.0 /\
2000
1 NGI3,136.1>121.0
500* NGI 7,129.1>93.0
1000} /\ PGI 8, 128.1>93.0
mol PGI2,126.1>111.0H
500* PGI9, 122.1>105.1
250{ A PGI1,119.1592.0
‘\ T T T T T T T T T T T T T T T
0.8 1 12 14 16 18 2 22 24
AU vs. ROIAZESE (4)
E1

$-07 xF o PGl 1~9 (0.1 ppm Ti&iM) DBIE. 50 mm AS L.
ACN EF 1771V —

10

M ISRIKDIC, 50 mm A5 LZAWVEREUSEZE UHPLC X
Vv RERVEES. BUY Y TIVICESEN M0 PGl . MRM
MS/MS [CKDBET D ENTEFT,

FEH

Agilent 1290 Infinity LC ¥ X5 L& Agilent GB460A kU T)LIME
M LC/MS Y RF LWEEZIR, APl (ST DIEXLRED 1 ppm Z
KIEICTFRDLANIVT, PU—ILP IV PG BRU7I/EUY
Y PGl ZRHTEXT ., BBROET « 774 P—ENS LR
SEZEZINE. BRECE—IF v\ T 1 /DR ZRET
BIEDTEFT . CORNA7TO—FIE. FHERED XY v
RREFE®. XV vy RRBILICKIDRAT U —ZVIFIELEIC
BRTEET, 26-2o007 U VO TRRIF. MS/MS Tl&
20 ppb K& (API (S5 LC). DAD Tl& 100 ppb K (APl [CXF L
T) TUIZ. MS Tl&, MELANILGD 2,6-2 o007 =1 VIdEH
TEFEBATLUI
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