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R Agilent 1290 Infinity BHBIEREAMANPRENBEREZTUERR. FXFE
T—HASB 10 MFERRESEMRZRNERAE. ATRESARYE, XATE
ERREE 60 mm RERHEANEFETELM Agilent 1290 Infinity ZARE B3I
= (DAD), XRAAMBATERAE 10 MERUEY, FHERRERRIIXHEIT L
TTiFE, RARKE 02ng/mL (4pg HLEE) . BXEHESRATALEFERR
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EHYTRES, BEGELITEHYFT
ENRERFMNEERT., BuEhSH
ZR (PGl) R—EEFHMAMAER, X
ST AMHRMEHRE, XEREHRR
YA BB AR E = SRR A R
By, BETEERFEHMES (API)
S FIPEMEAT 4. 1R1E PGI IEHR
REMEFIET, EAIMRESERREST,
AR A TEMERERATIR,

B EEEXAREENHEEEHT
BXRMARLERBDERZER T PG
SEMNRSEN 2, BEEEERNEE
FEEEE (TTC) H 1.5 pg/ RHIBAE,
GERANEHIAARTESN, BHREX
EEFHERHRERNS, RMAREERA
BHRZERS (CHMP) BT KR
EAREBENNF+AHZ—, -4
RABRELERETRESHRRENER
THEE. ZEIAZHNAYENE, BT
APITE, AAEMEESEERENR
TURR RL L 71K ppm 7K (BII0: & PGI iR
BKEHA 1 ppm B, SXERA 500 mg %5
M, BIHEYTFERX 05 g PGIENE) .

BT PGl MEZEEL, HMEMELEER,
EXBABMA A EH T, BT
FHANZERSEMNL, EX PGI 2K
MRER, AT EZFERENHRER
W, BESRARRILRNLE, 7 HPLC
1 UHPLC 4 A (E B g M il 23 T 3R 15
ZERY, HPREENKLRETURS
RYPEREEY, ERERTEXARM
X PGl AMAENGR, EhaERLE
EEZ,

—RHAM PGl AFEBRREEMR, H
["ZMAF API B IER, AL ER
Fridit RSB IE 1, ERERSE
B LC-MS® R LC-MS/MSE XtixLett &4
BT AE, RERFTULHFE
MREENRNREN PGl, HTFHASR
REMRBEMERYE, FILTUE API
ERMZMEERE, Am, EHLER
HgMEbE—Lis, SR ERERT
BAER, MARMTEERZIEEEX
BE. BEMXEES. ETLERRER,
HE OC XREEM FEAENERE
HEAR, Bl uv N ZRERTIGNEE,
TENR, BN FZENEFEUKK
R, XLEERONEHREEYR
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AR AERN4ETER UHPLC #1 DAD #
T 88 % 75 B B A0 & B M e 4T E M A
k. A1RE Agilent 1290 Infinity —ARE MK
FIRNBNREE, FATEREERS
AtEFEARED, ZHRBEHEE
60 mm 42, MERMATRINE 4 pL. RIBLL
REE, /7T 10 mm REMNIRERE
i, FERBHATERGERS 615, &
5 Agilent ZORBAX RRHD UHPLC &gt
MEERAN, TRESBUEREEEM
B API FERTFH, NMERER MS
RIRTRT, EZAYH PGIRE SRR
PREZEMR.
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fER ZISE S 100 pg/mL PGI KRS &
. HZEERET 18 °C RHTHRE.

M 10% ZREKBR#TH—THE, 5
AR ETER A EIT,

PGl 8. 9 #1 10 fER ZREEME S, (R
ZREE—SHBRLERAR, UEHERA
BHARE AR R IIARAR.
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BT API:

- BB FE (4E > 99%)
- HEBANZFE (4E > 99%)
- BREBRSCE (4E > 975%)

- WEFERM (4E > 98%)
BERHISEEFNT. 2BEREREHS
APl X2 B, PGI EERAFTHE
BEIERT, MREIREST 70%°,

1. #REX 120 mg BEMAA 1.5 mL
Eppendorf & H

. DERIMNIRAR

CIN12mL ZEE (APIAEHA 10%)

. MBS 30 s

. HBEALE 5 min

. AR 30 s

. 7£13,000 rpm T 2 24

ERSEALIESE (LR 02pm, BAE
FERRE, REFRIHS 5061-3366)
TiRAR
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R TINTE B8 Agilent 1290 Infinity UHPLC B4,

RHEBHS
G4220A

G4226A
G1330B
G1316C
G4212A
G4212-60007
G4212-60008
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BE—AEXEZHSHM Agilent 1290 Infinity ZTTER
Agilent 1290 Infinity B SIS

Agilent 1290 Infinity 848

Agilent 1290 Infinity 848

Agilent 1290 Infinity Z#REFEHI#N
ZREEAABEFEARREERE (60 mm #78)
ZREEEAREBFEXRETED (10 mm A78)
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DAD 55

REE®E ZERE

Agilent Eclipse Plus C18 RRHD, 150 mm & X 3.0 mm M#&, 1.8 pm dp
(5345 959759-302)

20 L, HEEESHER (R3O, 5s, K/FEE1/1)

15°C

1 mL/min

A =5mM H,P0,/NaH,P0, KB, A =5mM H,P0,/NaH,P0, KIBH,
pH 2.75 pH 2.75

B = B=ZF&

0-0.5 min 10% B 0-0.5 min 5% B
0.5-6.3 min 10-85% B 0.5-6.3 min 5-80% B
6.3-6.5 min 85-100% B 6.3-6.5 min 80-100%B
6.5-7.5 min 100% B 6.5-7.5 min 100% B
7.5-9 min 10% B 7.5-9 min 5% B

40 °C 35°C

>0.025 min

A = Sig 225/5 nm, Ref 450/40 nm (PGl 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 (PGI 3)

E = Sig 296/10 nm, Ref 450/40 nm (PGI 10)
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DAD:

Agilent Eclipse Plus C18 RRHD, 100 mm ¥ X 3.0 mm W%, 1.8 pm dp
(#3445 959758-302)

A =5 mM H,P0,/NaH,P0, /K&, pH 2.75

B = FEEHZIF
1.25 mL/min
40 °C
5L, WHEESHER (b0, 5, K/FEE1/1)
15°C
PGI 8 PGI 9 PGI 9 PGI 10 PGI 10
g i ZE g L
0-3.5 min 30-100% 25-100% 15-100% 50-100% 35-100%
3.5-4 min 100% 100% 100% 100% 100%
4-4.8 min 30% 25% 15 50% 35%
&% >0.013min  >0.013min  >0.013min  >0.013min  >0.013 min
55 240/10 nm  232/5nm 232/5 nm 296/10 nm  296/10 nm
SELH 450/40 nm  450/40 nm  450/40 nm  450/40 nm  450/40 nm
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BRAE

ZHFETER LC-MS® #1 LC-MS/MSE
NEERMIEMEHITHTNF E. &
BREFERER TELERE. ATH
s MERITE REE ZREMTIR
W, BRLHEHTTESR., FAL UV
R REER ER 28 R B3 UV B IRICRY
FER, EEREFERN pH ERBENE
FaE., £dA¥EZRE, BifEEESRE
YA LC-MS At EE®EE, B, EE
RBXEREENBE, A%EE2EH
E, BiEENEURRELERZEM,

MRFA MS #ill, BixPGIHBIESS
FFRUTMEARTH*E, BAREER
BRSNS FEEFH AR #HT
WZE. ™ DAD AE&EHFYE, AREEX
H-EWRIESBE. AXMFLNHEH
BRAAETUEI 10 # PGIHTESE.
BREHAENANRATRNENHEESN
(BEREZBE) FEBEAR., MEEMSE
FIMBEHMEEY, FHFEERAT
HEMRE LD FHSHMERHBO,

B 2 F AR B RYEMRAERE
SRR REITAMRITE], Eh o5
RZEMBREREARNRHME. B83FR
R, TERSRYERERN, R
YEMRSREMSNM. %M, ERE
ERESHEN, EXUSZHMW. FE
HFERER. RERRHNESIENEL
KHMEB LB SN RBENR
Bmigm. EERZBIENBIERRS
HBIEER, 7 3.6 min REIRRET LT

. R, AERRERENRNE,
FERARREEREBAREHEES,
T 5 min RTRKFUE, EZRETHHE
WA TR ERMRE, BRSHERTX,
Ak, FERERAAAEARTeEDSR, B
R, BRYERBHIANAENERE
5. ERESEERAT, NMRIERMUE
MEE DX TR DAL,
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mAU 7
1753
1503
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1003
753
505

BRUERE 7
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{FER@ERAETE 150 mm B4 L, L 10 mm 8 DAD F&itt5 60 mm BEREE DAD FiEit X FiE PGI
9 0.5 pg/mL FERESYHTHTMERELE. DAD K: 232nm. A: iz B AZHE, B: HEB A
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{ERFTIE PGl KIFRER T 7 iR R M RE
T8, UREREKERRETHER
MEFEMEYE, FEEARKEKTE
(0.01. 0.1%11 pg/mL) FRELLHHERE
ZEERBENENN, FERITEERL
BFR19, SANETERASREEM
FR/E DAD @B R IIRR . R 6 &t
ERBERNEMEEMS . RS
ZRE. MTEHER REERS
5%, MMFRELERVSES (W PGI
10) . BEHME, FTFEFPLMELR PG
s, B/ 60 mm FEbFGRMIRSZ
BI7E Agilent 6400 Z5| =EMR#F LC/MS
25 LBRKRNRL T E—HERS.

BE, BLEUAYHKRIREESTHE
LEMHRNR, BUREEZEIEER
FUETH TXL PGl BRENH (R
I HRIE) o Bk, 7ERTXL PG,
R T A AL, AR IRAR TR .

3HETRA 0.1 ppm FRERTE (0.1 pg/g
API, BEEHKEHR 0.01 pg/mL) KI5
WER. ZBERERTEH PGl ERE
R SRS SR,

EEM (%RSD) St LOD (ng/mL)
i 0.01 pg/mL 0.1 pg/mL 1pg/mL  EE R? 60 mm 10 mm
PGI 1 0.48 0.19 0.05 05-200  1.0000 0.2 05
PGI 2 2.38 0.50 0.04 2-200 0.9959 2 5
PGI3 3.22 1.79 1.51 5-200 0.9997 5 20
PGl 4 058 0.25 0.12 05-200  1.0000 0.2 1
PGI5 0.35 0.25 0.09 05-200  1.0000 0.2 1
PGI 6 0.61 0.14 0.02 05-200  0.9999 0.2 05
PGI 7 0.66 0.07 0.01 05-200  1.0000 0.2 05
PGI 8 0.63 0.42 0.12 05-200  1.0000 05 2
PGI9 8.96 2.34 0.15 5-200 0.9996 2" 5
PGI 10 1.66 0.19 0.15 05-200  1.0000 0.2 2
ES1 (%RSD) S LOD (ng/mL)

i 0.01 pg/mL 0.1 pg/mL 1pg/mL  EE R? 60 mm 10 mm
PGI1 2.11 0.07 0.06 05-200  0.9997 02 05
PGI 2 13.26 4.03 0.12 1-200 0.9994 05 2
PGI3 —(=LOD)  2.89 0.75 10-200 0.9985 10 20
PGl 4 479 0.44 0.09 1-200 0.9999 05 2
PGI5 173 0.89 0.36 05-200  0.9994 0.2 1
PGI 6 458 2.23 0.06 5-200 0.9997 5* 10
PGI 7 1.46 0.55 0.03 05-200  0.9999 02 05
PGI 8 1.67 0.24 0.22 05-200  1.0000 0.2 1
PGI9 13.87 4.45 021 2-200 0.9997 2" 5
PGI 10 251 0.42 0.23 1-200 0.9992 1 5

‘LOD BREFELTHA.
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BRA MR

mAU

15 1 5
104

5 T R A S B e e S e s B B B e R e — —
mAU 2.5 3 35 4 4.5 5 5.5 min
15 o 2
104
mAU_. 2.5 3 35 4 45 5 5.5 min
10: 4 7 8

6,

27'\‘# — ‘ — — ‘ ——
mAU- 2.5 3 35 4 4.5 5 5.5 min
2.3: 3
2.14
mAU- 2.5 3 35 45 5 55 min
1.5 10

5 j\J\A_}

25 3 35 4 45 5 55 mn
B3

{EREAAEE 150 mm BifELE, UTHEEABIHER, XA 60 mm SREE DAD K&t 0.01 pg/mL

PGl ERSUH T RGN BEE




TRHE
MHFEGFHERFHPGIAE, EERE
APIZRZEESEEARRMN T, A
BA Agilent 1290 Infinity LC % &3 FXkR
BREERY, EEFS AP HITOWH
AHNECHH PG, ZTEAFERMN
SHitE, BESENREHERREN
ik, FRERTEE API/PGI 24T
EHAE. ITHEERAE, TERR
2 (10cm) HEEE, BATEENBR
W PGI, MASHEEXNTFAYRERE
kRt E—NXBSY. ERAE (B
REBES) WAL H 5 min, X
HFEHA MR EXT ATINEZH,

MFAEENNALEY, 23T A
FRANNER AR, MERIRE A 0.1-100 ppm
(ug/g API), BIRERPUGHIRESE
® (IdR) REFHITIIEEAFERKE,
BEAPIHRPEAEAEN PG, B
b, TETERLEHERPERREKET
PGI FIEIH %,

R2WIHTRZEF PGI8. fttREM
FlZFES PGl 9 LEREFES PGI 10
MNEREREYE, FLRHRTIHTE
BZEHRBEARE B HATREBNE
R. XEHEEEYEE 100%. R
WREA 0.1 ppm B, EIRZETE 80% E 134%
EERN, BZREKETRRAGENS
B, WEEET PGI10HRARTEE
0.01 pyg/mL (#833F APIASIREA 0.1 ppm)
B 4 R H THAHRIRERNKRYE
B,

= piE kR pif iR
Rt 0.1 ppm 1ppm 10 ppm 100 ppm
SCEDH PGI 8, FE, 240 nm
iKE (ppm) 42.98 N/A N/A 54.71 143.97
B E % 1173 101.0
FlZKE$E PG 9,58, 232 nm
KE (ppm) 3.46 N/A 4.38 12.12 96.08
EE % 914 86.5 92.6
FlZRE$H PGI9, T, 232nm
KB (ppm) 454 N/A 5.82 12.98 95.09
EE % 1282 84.4 905
#ttRE$H PGI9, T, 232nm
RE (ppm) 0.00 N/A 1.05 9.58 99.07
EE % 1045 95.8 99.1
ZR 5B PGI 10,5988, 296 nm
RE (ppm) 0.00 0.13 1.07 10.26 101.40
B % 134.0 107.2 102.6 101.4
28 5B PG 10,28, 296 nm
RE (ppm) 0.07 0.15 1.05 10.33 100.49
B % 80.0 97.9 102.6 100.4
*2
BEEMAFFRIRZRS APl S ERHENEEEHITIEMG. (ppm ZAEXWT API BRE. API ERRER
FHESEH 10%)
A
mAU

SCF 10%, PEAE

800 - i
wm’ﬁ&ﬂuwmmm
400 -
mi /N
5 N
AU " T8 R 16 " 18min
mAU -
800 SCE 10%
600 - MM 100 ppm PGI8 (10 ug/mL)
400 -
ZUUf\A
[]7 T T T
— — — E— : —
0.8 1 1.2 1.4 1. 8mi
mAU - 6 1.8 min
8004 10ng/mLPGIY
ggg R PGI8
200 -
[] T T T
T T T T T T T T 1
0.8 1 1.2 1.4 1.6 1.8min

Ea

RRERAEMN IR, WRERDRRESRETATARGHAREEEE. A FCEPH PGIS;

B: fitt-REEY PGI9; C: WEFETH PGI 10,

(#42)




btk RE 10%, ZHEFE
(FA&MH PGI9)

1 1.2 1.4 1.6 1.8 2 min
HLL-FE 10%
#RI0 1 ppm PGI9 (0.1 pg/mL)

1 1.2 1.4 1.6 1.8 2 min
mAU+ 0.1 pg/mLPGI9
204 HOEE®R

0.81 MEAFH 10%, BB A
(RATH PGI10)

0.8 WEFE 10%
7 #1ppmPGI10(0.01 pg/m

12 RV 16 18 2 min
0.8 0.01 pg/mLPGI10
0_4: TR

1 12 1.4 1.6 1.8 2 min

4
ERERAERNIRES. MEERURGESRETIMAIRBURRMEIEE., A: SCTEPH PGI 8;
B: #tt-RESEY PGI9; C: WEFEEHH PGI 10
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ZNAEREEMRA, BE60mmaR
HEFAALBFEXRBBA Agilent
1290 Infinity LC-DAD 2E M/ 4T APl iR
2 PGIEEBNIR, MFURESWEAR
ETRENZSE., RRREEZH LC-MS
F1LC-MS/MS R ERERBATE.
ERBAAEN, FRERRP RN
BRATKZE 4 pg L2, $IT4FE API TFF
EMERAE, TRATEFHERPEER
EKET PGl FIREDAR
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