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1, 4-OF X9 U DORHEICEET SRt

ezt
Re B B BEA R ODZ BIE fe MR R

1 1IZL®IZ

1, 4= VA %YL O T KERBEAECH KBS E I ZAR D I IR, B0 46 4EBREEA 578 59 SR 8 (BAF, [HE7Rft
) LWL ITIEMERRNH-GONS 1, 73— « 8T v 7~COMS 1, ~v RAR—Z-GCMS ¥E (LA T, FnEr [#E
FEREERE ) TPT YA, THSIE) LW9,) DURSIVTV D, T T, 1, 4~ A0 AN Eak 21 FEICEREEAVEIH H ~B
INETZBE, MR LCu 7z HS-GC/MS "C HS {E2F L7z, FEUEED 1/10 Th 5 E R FIRME bug/L 21525 Z &2
T&Eprolzlzw, EIHEEZEHA L T&E e, ZOBMIE T, e s — MallER & ARFRRIC OV CRFASE
FAAVRENTERY, 4%, Vus— FMallREDIE L SX ZMa 2250 T, TORREERET D,

2 Ak
2.1
- FEUEN,
HITERTSR © 1, 4= A AEHER 1000mg/L A ¥/ —/VIRIK B bk pt il
Prf— b o1, 4D -8 BEHESRL 1000mg/L A & —/ViEiE BAs bt
WNEBHEAERG - p-7 0 F 7 AP Ing/nl A X ) —/VERIR BIRAR st
- VRl
T b 300 BRI RIS bt Y
AR =) Rtk g T 4 L SRR S Y
Autoprep MF-2 : Resonac #REatt-#l
2.2 KERUFRE
- [EFET— N Y OREMER T T A Waters B Sep—Pac Plus AC-2 (BAT, TEFEAC-2) &9,)
c =t U o PRRY ZAF LU FEE T A Waters B Sep—Pac Plus PS-2 (LATF., TEFAPS-2] Luv9,)
o [EFERHHEEE © Waters #8¢  Concentlator
- O HERE © =7 oA H-80F

s ENHZERENGEE  Thermo fH8.  Reacti-Therm SUER200mL

* FERRATTIRAEREE © Biotage HHL  TurboVap

s Ay~ NI T ERHTEH
ESERIVERTRL GOMS-QP2020 NX (BAF, TEHEGC/MS] &\ EREAH L | Eh pss s nc
50) ﬁgﬁAoztéurﬂﬁ
Ty ML Agilent 5977A GC/MS (BAF. [Agilent

GCMS) &H,)
2.3 D AE
HESRARICHE, 1 OTFETRD EFBVITo7-,
7 b 20ml K OVK 40nL T3 T 4 g =27 L7z [EFH AC-
2 ORIEIZ, 7 b 10mL LOVK 10mL T2 T4 va=27 L
7~ [EFE PS—2 34 L. 308k 200mL % 10mL/min TEK L7z, %
D%, [EFH AC-2 %1500 BfER% T 3000rpm X 20min fiikg, 5%
ZiEs U CHaR S, [ AC-2 2557 huonl T, 4-2F4
XU KON, 4-TFF Y -d8 LA, FHESE) Lvvo,)
U S . SRR E DU IRIREE CRMEE InL ICEA L. N
B 2 I L GC/MS OFBRAIR & LTz, Z Ok GC/MS
(2 2uL A LHIE LT,
2.4 RIEEH
Xy TV —hT AL
SHIMADZU ~SH-Stabilwax (L:30m, ID:0.25mm, DF:0.25um) 1 HHIRE
Agilent DB-WAX (L:30m, ID:0.25mm, DF:0.25um)

x 3
BEILGLIY =TT

AEA R
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s AR R ONEATE

250°C, A7V v hLR, $o7 U 72 4y
- TR

40°C (5min) —=10°C/min—230°C (7Tmin)

- MS
A B —T = — AR 250°C, A A PRI 230°C
o A A AT
70V
3 28

3.1 EREDEHA

F1oLBY, FEEEZD TR (HMTRERn=6) ZFEM L= Z A, P rr— MEIEED 40~90% & ZE
HF(CV32%) , HRMROFEEFAD FIRECH 5 50%% Flal-7z, Fiz, 32 O &0 IRMEMGEIO SRR &
USBREEHDNE TRAT DTSRI 2 M L 7= & DI T, Autoprep MF-2 T2 U —2 7 w7 LI=A, BB T2 D &
BY =7 IROBALEN N E CSGE Lo T2,

=1 o5 — rEURE

N Sr/IS (%)
1 86
2 41 t {
3 61
4 45 —¥ 3‘% 17J' 4 Tg 4
5 90
6 50
=K 90
=/ 41 ; . ' ' , . . : — = ———— — I
T4 62 _ .
Bk 20 2 IfJ—Ei\Zﬂ (5?137]!1@111) ;&ffiﬁ L/ﬂ“ﬁf_ L=onov I~7 AN (m/z £:88 T:58)
V% 32

Sriyro— b IS NEMESE
K2 ARFFRFEACIREE L DR R EF DR

REFIFE] (in) ISEHE SRRELL (EEAAL/HERAAY)
B Fiy B e EE11,(88) R4 (58) SEEELE Tty S ke
STD1 (Tmg/L) 6.525 130227 97358 1. 3376
STD2 (2mg/L) 6.528 /| 6. 454 263605 202018 1.3049
STD3 (3mg/L) 6.539 6.537 385512 300993 1.2808 1.3078
STD4 (4mg/L) 6.544 =K 6.620 505832 389301 1.2993
STD5 (5mg/L) 6.548 632768 480591 1.3166
A= 6. 654 RIS EREN 100785 54620 1. 8452 SR L DR AR V2
ARINENR 6. 342 RIS DS TR EEREN 85842 47038 1.8250 SRR L DFF ARV

X1 ETRMTROIFEHE R - STD RIFREOL SHURICHE X2 &RAROREE REL - STD SR +20%LUN T

3.2 REDEE

AMROFEIC S K LBEE L TODEE V2900 FUEERD 6 SOBLICEEEE LT, /oW EICBI L CilER
K EEFHREAZBEHR L, =7 BIROMELICOWTE, GC DIIEERE 2 2 GREZIH L QN s e L
77

O RIERSHOTIMIS T BHIEF

@  [EHE AC-2 2> B OVEHNR A A~ D B ORI E X ) DFs

@ WA EMEOFLUEE ST AEH = T ¢ o a =0 7 ER ONIE RS O GRS 3h=2R D) _E

@ WKBOWPER S % WAE ST [ AC-2 DK
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® FENRED A K ) —VIRFE DR
® BESEOREREE~DEINL

4 BRRUEE
3. 2 OFYEITHOUNT B IRET UBRFIEFIC R L Tvo 7o, fERGEIIRIE T 225, MIZHIER3 DLy,

K3 BRARERVERME

tRETIE ERE R (FIEE~DRIEIE)

@® RIS E 4.1.1 RIEICEES R TR
@ BT HEOER 4.1.2 25°C x 8min EHE—ERK - ERE InL—2nL

— o~ s 4.1.3 wo<KYRHE - 18/
® ig;;;;l?;;%; SEIKGEEE 10nL/min—TnL/min

4.1.4 2 74 a3 = U EOEREKFTE—BIRE

@ BKZEDEREDRRK 4.1, 4 F=ER7K 3000rpm % 20min—10min = Np @& 30min— 1H
® REERDA S ) —IVEEDEE 415905 — MNERIZAR/—ILEIR (ETELZL)
® BIERZMORELERA~DENE 4.1. 4 RUA. 1.6 HE—BuamRfe

GC RIE St E—ORAROEL - RIEFSHEOES SFAR2L-NL - FYES Y —HILEH

4.1 AERRYOEURER @ =1REt

4.1.1 FALERIAA x4 YR7—hERE Gr/1S)
S V1L, 1, 4 VAR s A AKITEEE LIS D ET
SRS TIED D~ U —DIERITHIA L, VOC D N @ ® @~®
HCIIZKH D B READOBATHEE DS N & LT 1 78 31 26
B Eio. R CTHINENEEN RIS 2 & 8 96
60 HETH L LTWDZEMnD, KITHIYLER 3 82 85 103
BRI AR LT, 4 81 86 94
BHE T & BIRR & B 2 N2 1 40T 5 89 88 9
CHol LT, BT TO%, BT BU L . BT 0 = - o
IR S 7 8 EAE AR T o 7, 2= - 4 "
4.1.2 BESIEOBE %40 5 % % 7
ERATFRIZ GC/MS DREEE MG DIV D55 3k T [ 5.4 53 3.2
VL LN EHY | GC/MS DIREN4rTh - CV% 6.3 6.1 3.3

7220, EENL T 2ol TAEH L%
OPEREEJAET 2 TFEAE X 2mL IZER & L
Tro FOREE, £40QD LY 78~96% T, FHI86%. CV 6. 3% LT,

BETOFNEETIL [25COARMRIA Y YV EZRT | WEDS DT NN DFRE DB L Rod L Cuahd, 58
AT SRS EN I ok 2 25°CIZHIET 2 mERERED e < | FRICEZRITER CIRMET 2RI L 22 570, IR E
1% SCAN 70T ClRE T %A 7e EMBNIIG UFEiT 5 2 & & LT,

41.3 EHRDaVT 3=y - REDFEDOEL - EKEE £4-0

RS ML, Y u s — M PNERESE R TSR DRUERIEI A Rh & Lo, BERIEEARENRH Y | EKEF
DaALT 4 a r ROBBEREORGESE 2 S LTI X b o E 24 L T\ D,

ZZ T, EHOIXSDEZMR D EMERICOWTIFRIUE Uiz, BEFHA ——D P —x bt A = ARt
b, AT 12 a = 7ICBW T, YIDICHEEAFRET 2 L 23 VIFHSEL L 91T 5, 50MRFFL,
RIF—MTHEY | EOBMSEETHEE T L L L, EEOEHEEX, % 0.02nL & 72 & InL/min
ERML D ENTE, R0V EASEOHE L0 D, JFEC, AR, MBS 2 OWEE S5 10nL/min &
TmL/min &3EL U CHEFIOWAEZIROM LA X ~7-, ZOfEFITE 4 DD LBV W 80% A2 22E Lz,
4.1. 4 BKBOEHEDEEK *&4-B~®

WG DBEFOKDFRINTONT, EF 5 21%, WAIFEE 10 LA ET S & 1, 424XV ORIERME T 5
EHELTOD03, AL D P 1dam Dk 2000rpm X 30min ZHERE LoofRsEs S L, EHRIER 20 /) TR EBRE
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TEFLWRE LTS, BUKHEIRIRARRIES T 2T 6C IET DRI KRS RS WK 91T 20BN H 5T
W, MK L EFRER A A GO, BEORHZ 20 437005 10 912, EHRBEKUL, RHOISERE HTTER LR
UVEEEE TH AEERY | 30 9705 1 RICHER: LT=,

Fi=, WERSOTINIRTBIATO—BOBETERFE L, B AC-2 1%, HhitRiRIC =T 1 v a =027 LKTH
HLTBW-bOEEM Lz, ZO/RE. K4 DO~OD LY 94~103% T 97%, CV & 3.3%E 72572,
4.1.5 HHEBHRDAZ ) —IVEEDFE

R, IERRD 1, 4- ARV ABRERII A 7 ) — )V THRIRT 508, Ha s — MEIA ) — I VIRIEDIFIR
ZRTHEIRL 10%A &/ — VR E UCTRREHIININT 5, DF 0| 1, 4- VA0 ARMER & Yo 7 — MR OV
FHER N2 > TN D,

Z 2T, REHRIKD A & 7 — VIRFERY 1 & — N EIERIZE B R 52 TR WD iER LTz,

ZORERITFRS OYHIINIRT EBY, KHROY 77— MEWEE (Sr/1S) 2368%DE ZA, AKX J—/ILFHR
A DY A— REIER (Sr/1S) 1£83% & 16%@Eh o7z, £z, 1, 4-TFFH AN T b NERERE 6 A E
(Tg/1S) ZFELIZEZA, K6DYHTMO LY | KAROY 57— NISINOME (Sr/1S) 1£65%, A¥ /—/b
FIROY a7 — MREOFN (Tg/1S) 1XT1%E 12%@E -7, 1,4~ FFH v LHa s — o)L, Te/Sr 2396
JONON ENFIFE L, ARERAIRD A & 7 — ) VYREE DI ORI _EIZ#EE L T D ATREMEDS IR ST,

FMENERER 200mL F1oD A % 7 — /LB, 1, 445 o OREHER KD 200pL ([2Z, KFRTIEY 0 47— MR
WRHSRD 2uL, A% 7 — VAR A TiIY v 7 — MERHBSRO 200l THY | A X 7 —/LRE L LT 0. 101% %W
0. 11% EIFE A EZENIR, T T, AKX ) —NFHRB ELTAX ) —VIRE 0. 2% b Lz, Yar— MaleR
(Sr/1S) 1% 78%, 1,4~ AFH > (Tg/1S) b 1L EE -7,

4.1.6 BIEXRMOFAFBERA~DEIE

L, 44X Wz, s — MIERSEYO 1, 44V ERICEEE & D, el — MellE
(Sr/1S) DT &Ml DL L 72> TN D, £ 2C, Yral— REEE (Sr/1S) I bIZM bEEE5HKE LT,
FHHE HIZESINL 60 0l L= b o & Al HIZERIN L C—BmiiRfs Lz b O % ik Lz,

Y —h (AZ 7 —AFRA) Sr/1S) 3£ 5 DLV Y HRMNT83%, AIHERMLIZHDIZ99% Th -7,

L, 4-UA4%r (Tg/1S) 1d, £6DERY ., MHTMMN 77%0 & Z ARTHEMNA 9% TH Y . W GHATHIZEML
—WfE L2 b DR WEIER T o 72, TR IZEIME S8 2B 2 M5 2 & ClRIERIEm L Lz,

x5 HO4F—r1,4—2FFH-d8) DEURE)  Sr/lIS

AR 25/ —)VEE L 8Hm AT 70 Tty
100mg/L x 20l JKFHEFR(A0%A %R/ —)L)  0.101% 68 84 16
100mg/L X200l A%/ —JL&EIR A 0.110% 83 99 91
10mg/L X 2000l * %/ —JLFHIR B 0. 2% 18
15 76 92

x6 1,4—CAFHOEURE) Tg/1S(Tg/SrxSr/1S)

AR A5/ —)VEE L 8iHm AT 70 Tty
100mg/L x 20l /KFHEFR(A0%A %R/ —)L)  0.101% 65  (96%0.68) 83 (99%0.84) 74
100mg/L X200l A5/ —JLF&IR A 0.110% 77 (93x0.83) 97  (98x0.99) 87
10mg/L x 2000l A%/ —)L#&FR B 0. 2% 77 (99)
Tty 73 (95) 90  (98)

4.2 GCRIZEEHDRET
4.2.1 HEBARRUGC TAE

TERMDNG , FEAERR & SBHAIR DI RO EN B L R 2D Z E3b b . HlEkss (B GC/MS) DEREIZ LY
B OARSI DL TND EEZ T, 28885 VIZHP6890GC-Agilent 5972A BIMS A L, K52~ T\ 5
L= WREN D, FRRONEL oD EWE L, JES ik, MUATE FAMEE T L. KOOREBITIEANEE AT Y v
MIZEETHZ & TEETE L EMEL TS,

ZIZT, HEAODIHENEEED, A o — NERM L, $v BT V-7 AOFEMUDSHEZ W57 L, thedT
TR OFE 21T 12 L C, 72 N CHANUIERERE AT v FVARIEOE E, 1yl & 2ul {EAZ A AT
DI LT=& A, PREFRFH S ZAUCIER L TEBN LE 7T FEED LBV o7, THIITAENER & IRINENGEHE 1L
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FEA LMY & URIE L7 2 m Le 2y, BN GEURI O CREFRF R A R R O F ARSI (STD OFRFARFE D =5 #»
VAP IZ A>T,
AEl, FEARZFSIC L., NEHES~OA M 2B S 7223, USINRIGEH SRR 2 B A EAN 3 > 72,

K1 FEABDEVEUVS S LYIMEOHRREERTR D RIFRHE

B R . {RH5R5R (min) ML (GREA A4/ HERA1)
1S LY iy R 88/58 96/64

N al 6.55  647~663 1.4 11

A al 6. 68 1.7 1.2

) m 618 6 10~6 27 13 1

# m 58 5 80~5 96 1.4 11

j m 597  589~605 1.4 1

SEMENR s imn 6.01 15 13

4.2.2 E—=URROEBILDEIN

ARl MEZAR Y Y &M 2 1 TR E— 2 JRIROEECENSE LD KD 12mo7, BT L& 8L, Agilent
GC/MS TRILFBIEZIIE Lo L 24, =7 RROEYELETE Ao eolz, SO —7Eliud, *v
B V-7 DOHENEREN TH T L FE 2 BN,

b EE®H
5.1 BIEX YO EIRER IZF@ -5t

ERRE DI L DIRMEEMELZ NG LT AE R, 125 0X 2MA D ENTE I Lnh, ZOTETHENSMO
FHENH Y, as— MallEENELONWe LB X B, MA T, BEHOMEWERES 0T Lo a7 14
a = 7 ERIHATE AT, ra A — Mg, RERAIRICEINE S B AR5 2 & T, BRfRAN EAEIER
DN97%., 1EHOX (CV) 28 3. 3L B LT,

A B ) — ) UTFEINAE % 5 2 T D ATREMEAVRIB SV, FREIE R < BAFREICEA S D i /2 A &/ —)L
BORFNIASHROBE L L, JESS % 71 BRI USIMERR 292 2 & TRIGENM EL-Z &hn, 20
FECHEEM N Lo rfREM) v RIE S T,

5.2 GC AIESEHD%ET

PREFRFR OEEAORE TLITEAREZW D Lz & ZAKEL, BE—2ENb I 7 AOFH TUE L, 20X El
BUIF X BT V=0T LOHENFRE 72> TODAHEERE L. Y BTV —H T LOMOBERZ EEZ BT,
5.3 [EfEH#EEE PT ik - HS i

AT CITE RSIES IS, 1, 4T ATV AT OWCERBIMHAZ B L C& 7223, a7 — h & NEREREZ OF
Uittt 7 27 IO D HIERI SR 2T 2 00ETH D120, B2 2 > b iERIE OB 2312 2,
Alal, FNEEO 7y 2 a2 2 LI X o CEMEEOBREOB R AMEE L, TE I T 57 — X %1595
ZEINTET,

At AEIOD 1, 4=V A OZFE AR UT-RR A E 2. PTIER HS TEIZ DWW T b [EfEflHE & RS DRSEN
BFHNDDE LT,
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