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L. — PR T3 BB ) A I o R S AL B W5y 3R AE 5, HA B

(D WA T o FE AR B T C v 4 FR 2RV 70 L IR 78 23 Vs A » T P 7000 R ol % A
MIFEA s

(2) {7 v YRR 2 - P TS 25 28 08 - s 20 P O e 0 T AR 0 e o AR A

(3) FEARF WA A w3 H ey )87 ¢ 2 () — > RV B S DB IR R0 AR 4 3 A b/ 2
FA T3 Wik #2 A o sl 4S5 = 0 B I 5 () B2 OIS R A2 1 i A 5 i A B AN 4 A N R
farbtm/z Je FLom B

(5) AR H S5 4t B W B A o A7 L 3% 8208 HE T B 1) AR B B A R A L, 10 3 L0 LR )
() B R 28 i

(6) PRI A 2557 bU A 8 T R AR

(T MR A V3 3 v ) [ 22 00 R S5 R R e A 2 T ) o B R A, B B R TR A B e R
MR, 13 2R R

(8) #R 418 Hi 415 7 vh A 50T fir LU 1 0 2 2H B, B LD 46 R0 &5 SR AURD 200588 5 6 i
W v B & BAGE WiEAT 5 1 RAE , WA 3RS BAL I 73 782 M4y 1 R B S5 X
SR TR B AT RO

JIT K FH T 0 9 JoR 0 A1) J3R B 0 SR AR 240, 000 ; 5 R0 5 7 EE 1) S B ¥ 9 B L
B B AN A B B R , a0 e e g I, B SR H IR I TR G T AN
UG T, JU)OR B 1% R AT L 5 10 S5 LT G R 4 R 55, o G RN 45 AR A3 A AT L
5o B SEAT BN, AR D12 0 A LU R 2 (8] B SR IN5E EE 5 i0 3 A BS F  HR  SRAE BT
JRART LG, B LT i Al A R BN

2 MRIEAUR B R FTR 1 7> 7 RAE 715, HARRELE T, BTl A i v 23 G5 S - i v B
TR -

3 ARAEAUREL R 2P iR 1K) 43 1 R AET7 15, FURFAEAE T+, LA 3 4 I 2R g i 7 e 78 70
fife, T AR AR B 43 b N6 AR 2R/ F BRI VR M BE 7R, L B VR B < 287160 mg/mL, I
W20 mg/mLPA B FE FijH20 mg/mL.

4 AR EL SR 2B PR 16 70 1R A 7732 HAFAEAE T

(1) SER o> WO g 23 i 26 A - SO 1S Co i 42,1 mm X100 mm, 1.7 pm;4E
IE50 C, JFEFERFNS L Y s AHAAE AT 43 L BEO . 1% FR BR /K VA, BAE A 25 A 1A AR
B3 ELREEO . 1% F R £ I 1 s R R VEBR B, 0~27 mindi 30 AH HH95% AFHZPEAR 10 R
100%FIBAH , PR G AE27~27 .2 minke A2 995%K AR , 4EFFO5%HIARI 2230 min;

(2) S IMTE D AR S BT 4 - ARG KL R 2.1 mm X100 mm, 1.8 um;kE
50 C, FEFERFS ul; s AHAAE N & A ARFE 20 LL IR EEO . 1% BRI 60% 2 i / /K5, B
R EGRFE /TR0 1%H BRII90% S N EE/ £ s R LR PERRIE , 0~27 miniit 2l AHE 100%
(R A2 125 40 9 LO0% R BAH , SR IS £E27~27 .2 mindE 48 N 100%HIAMH, 4E37100% AFHZE 30
min;

(3) iﬁ?ﬂﬂ%ﬁﬂ@?ﬁ*ﬁ@‘%@ﬁ\*ﬁ%1¢:}i*ﬁ@,iﬁﬁcgéﬁéi‘f&1 mm X100 mm, 1.7 um;
FEIRS0 C L3RRS ul s BIAHARE A& A AAE 7 IR EEO . 1% BR160% 215 /7K , BAH
NEFEFE 3 LR B0 1% F BRAI90% 5 TN B/ £ 5 K R VEBE B, 0~27 minifishAH i
100% I ARBZEPEAZ AL N 100% I BAH , SR JGE27~27 .2 min®EA38 N100%HIAKH, 4EHE100% AKHZE

3
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ETREIKANARET DS RULEMD TRIESG A

BRARGE
(00011 A B Jo— Ml - 00AH €30 - v 20 9 S 0 4 il 18 0 T 3 R S W0 70 1 3RALE
Jiid s JE T o s R A 22 7 A R G

BEREA

[0002] [ 25 P ORIE BT I 2 7™ %, e it i 47 55 Do ol 2 B A O JE 5 Y o L o ) 2 i
TAEY), &8 BEAZL , (HX MR EIRZ AR K, R 2 & BB E R T a4,
P E AR IRAN 8 N (i il STAN TR e Y S e SPE iR g (e L DTS B N B S
VRIS L R S AR, T S B e RSORE A N T (R BRI R HE D - H T
7R g W] SEIUANE] T A A SR e o 1 TR I AT AR SRR i T R E AL S
) 70 2R 2H K o TR ey 2 % R L AR 46 1 [l i@ SR S5 (FT-TCR MS) Wl A% W B 5 R C L H
SN0 S e 3 B [A) Ao 38 A 2 G 73 5~ JC SR AL R, 5 A I 55 (EST) A5 R B i, i vl o 2 B 1
WA WIANE 5y B3 PT BB TR 73BT, (H & FT-ICR MSya) & PR A AR AN A% LA S 4 4 9 IR 1) T
A RS )2 N 1 7 AR AR M R o e B B B, T A B
R J5 B o % A A PR A L SRS T A ek 2 2 20 A U TN B3 B )2 SR B A A A i
705 AL o A 5 T BAT ORI AT

[0003] iy T b SV Rt R A%, ELREHERE B 7 A A7 AL B T H RN, 3 BN
B B T AR R A B P AE DRI, TR AE v 23 B o v 2 AT T 5 S A i g —
oy AL, VAREARFEA B R A AR L o B AL , ELFERERE S 73 M AN RE X 70 It it AN [R] B A% 5
FEJFRITR] 20 S AR DT 2GS 85 L 3l ot S 5200 o YRURH E % 2 — b i R0 8 T2 B 1B 48 1
) 0 35 IR IR AR SES T He A VER 22 , 22 3 BUES T 55 AN A€ o SO 1% 23 BT 1 It 3 AH i
TEST, (HE L AR LA SN 2% 77, S/ R AR 2 SO 3 - iy 70 9 B IR D i T
AL AR T o F AT O TR SR 0 - i 20 B 1B PR BOAR 0 i v 0 R AE R o e b
C AT R IEAE 2 SR T I 3 20 A A A 0w ) 2 S 5 1 P R P R PEE e i T, HL
A SRR 50 e A P P 2 FEL I D PR R R R R A i R BB H
Hoop 5 RALHE FLC-MS 2= #i43 ml 17 B I, I R A& B S0 itk R B I ] 5 2
RAETC RAFE TR S o 2 T I, BRATAR R 1 — I T30 00 - v 2 50l ) el 18
B35 BAL S VIR 70 1 3RAL 70 A1 57325 5 SR P e 8 3 - P M5 5 2 1L - g 20 9% i 0 A
30m i n A SEILAT IR 73 7 (0 BAL S D PRI I BT 5 70 1 3RAE . S IUA AL 1205 E e/ Xt
TR EAT B2 2% 70 SR PRAL B, B AR L2 €00 i A Y 3 43 (SR« o b 5 5 F B R 7 R
FHIE A7 B AP o BT R I 88 5 2 o0 Wi 48 VO 1 7 e I 1), BT[] e 35
Bk TP 1k A 5 A5 SR 5 [ IRE MR A v S B 0 i 2 5 47 14 [ R 0 A B iR AT o A
15, T A B BE G R AR, 4 SRt OR B TRt B HEER AR PR TR AESE R
2N 75 3 T A RSCE AT 5 AR W T8 70 A% T UM CL s A 3 9 B i AL 34, wT
T s S B S W = R 73R AL .
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[0004] AU BRAE XTI A i 5 T 3RAE 0 M T VEROR A 2, S S7 1 — P T VAH 2 -
1o 3 HE B I A T o B B E YD) 1 R AR5 M 71 S DL A i Al F R i ) B R
BT , SR FH R v AS0BUAH (0 - FR W 55 B8 U - =y 20 B A IR B8 85U, 30min Ay SR
I TR B A B I ERGE AT 5 0 T 3R AR B 784 KA T AR L R A T
e, v] A0 o v & AL S = 280 1 3RAE .

[0005]  JSEE B EH H B, A K BR FHEHEAR T R

[0006] 1) FEASHY il £ « DL €03 4l B 2R D i 710 i Jié 78 73 Vs A, 75 FHAR AR 1 40 B 60 41
%/ B VR AR RS, B B IR ol < B89 60mg /mL , i 1 20mg /mL LA A2 B Jifi 71 20mg /mL

[0007]  2) SR FHB v VAH €0 1% - L8 55 25 1 Ut - v 0 % SO il 2 A A DN ot A, R rb A £
TSN

[0008] 4 3418 43 (¥ ¥ AH €4 1% 5% 4« FHACQUITYUPLCBEH Cg column,2.1mmX 100mm, 1.7um
(Waters,Milford,MA,U.S.A.) YENZ AL, #EER50°C , BEFEARAR SUL o IR BIAHAM AR AR H 7
EEABEO . 1 %6 1) I PR 7K IS VR, BAH R B A AR AR 0 LU IR FEO . 196 1 F R £ G T R 5 K RS
£ ,0~27minii s AH H195 % AIARZE 128 1k 9100 % B, SR 5 AE27 ~27 . 2min#E 238 95 %
FRIAKH , 4E 3795 % FUAFH 22 30min.

[0009] I TR 0 B VAR B i 254 . S FHACQUITYUPLCBEH phenyl column, 2. 1mm X 100mm,
1.8um (Waters,Milford,MA,U.S.A.) fE R HTAE, AEIR50°C , BEFEARARBUL IR BN AHAR 9 &
BRFUE LR 0. 1% H R II60 % L /7KW BAR & A AR E 20 L0 1% HF R 1990 %
FENEE/ O 3 R FHERPERG B, 0~2Tminim I AH HH 100 % I AFHZE 122K 100 % IBAH, 2R J5
TE27~27 . 2min#E22 100 % I AFH, 4ERF100 % AFH 22 30min.

[0010] & Joi 488 20 FA) VU AH €233 2% 44 - % FHACQUITYUPLCBEH C8 column, 2. 1mmX 100mm,
1.7um (Waters, Milford,MA,U.S.A) fE R HTAE, AEIR50°C , BEFEARARBUL IR BN AHAM 9 &
ERFAE 0L FE0 . 1% HERAI60 % 2B /7K , BRI & B R FA B 20 Lk FEO . 1% H R (190 %
FENEE/ O 3 R FHERPERG B, 0~2Tminim I AHHH 100 % Y AFHZE 124K 100 % IBAH, 2R J5
TE27~27 . 2min#E72 9100 % I AFH, 4ERF100 % AFH 22 30min.

[0011]  4) R4 A 5K FH B 20 W R AN T 240, 0001 785 20 7% o 43, BS1E B8 A X, 4
AR BT RAR I R N AR U IR € 2138, R Bm/ A N W b, FHDARS IR 5
T %) 5 B A o E AR DU A Hh s B S B 4 1 — S RAVEA S R R Y08 AR, 4 L5
Ebm/ z/E R R B AE 51 28 T Hm/ 2 , FEREAS 7 A e 4 o s 1 Jo 2 il

[0012]  DANIZEALA PR AN AN BE (S5 800UEE 2 (DBE) ) 432 , e 5 AH X 98 i A K [ DBEX 3.
FINLRA A WDAE Ja e B g i B G40 5

[0013]  5) 1Sz H BT 1 >R A 1) JiR A i s v A AN 34 A N 1 B gr b/ 2 J FL o B, AR AR B o
Ao B T B2 H R IR T] DA e 8 1 P v B B HE A 80 g L o A 28505 A B 1 S0 0 92 R i
far bE TS I, HLZE 2 H LA s [R]85 T — S i 0ge w8 (— AN i U 0 0k 7 () 49 4l A
HON10-50) , WA EF A% 5 g Lb , e S Lt 4 Rt s A, o e 4 21 45 R s N BTl
i 56T L PR S5 Ay B P 5 B AT BN, A D12 D AT L AE T2 ) ) B P BRI E 5 10 3R S B
] 6 A2 2% A TR BT A oAy L 5 B JH AT G AR 5 AR s AR SN 5 5 AR A o 47 L m/ 2 i o
HIuRHA K-
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[0014] &) HR 45 [F] 2840 40 7 g A £ B A €00 T P O B R, x4 3 TR 19 e 3R AL G AT
B 15 2R

[0015]  7) #R 45 K4 2 A R ar LU R 70 3R AL R, A AR 4 AN AS R348 s A0 2000 X A
TP 73 ) A B W EEAT 00 1 3RALE , AR RIS AL 70 2R AR R O 1SRRI SR A
XU B ES o0 A AR 58

[0016] A7 A o0 240 A 2 2%, e 20 W BT T - TCR MS B AR v 38 5t Ak & W0 K i/ 2, 15 3]
A AL E VIR > T ALK AEREFT-TCR MS%R F & 0t VAR A iy , AR Je o BAT IlRE A
T B 0R AR BRI R RS B S YIS TR &1, th T & 74
BNL AN Gy B 54, T RAT 1AL S D 2L A 56 4 o [F) I L F2 A0 - B s 0 0 S S
AE 73 B A A B [ 20 S A A

(00171 AW 1 P TR 3 - 20 B 1) A vl 48 20 b & e S e 7R
ML AT 71 o S T IEARLE , AR W D590 7 R BEAT 52 2% 70 SR UAL PR, R A BRI 77
MR R AR AT 5 il v s 55 88 Ao 76 R B I D B AR S P R o i, ORI 88 74
T A 5 YRR Cu VS IR I 1] B AT ) A S el P AT o PR A S A s MRS T e B
M L 5 41— > RS BAL S W0 00 5] R W09 A 5 4 L o er B/ 2 P T A i R v Jo 43 ok
AL AL , AT A9 2 BE A S5 SRR 5 45 SR i Ok B R Tk — D R ER AR B A 2 T
RAILGE IR 152 &) LA U B W e AR 5578 3 A% 1 UM 1 R v 0 %
JRE B IL S, Al F T il i S A S I R R T RALE

Bf$ 135t ER

[0018] &1L e il e i 4R FH I A2 55 MRk R B e A 1 Jo 2 i 22 % L [l

(0019 [%]2. = Tk S U 43 VRURR % - v 20 % ik 20 BT 0 i A 030 P 240 i
[0020]  P3. Akl #9202 159026 [C,,H N+H] 4RSS -3

[0021] &4, R IE LI /N1 28 5 1258, DBE = 4 — R 51 5] R A1) £ B3 BT 1] - B 0%
E

[0022]  &]5. R FEaB & MR 1K) 70T R AL LS

[0023] |16 K Teak it i 17 70K F A Bimidk 5 ARV TR A I A8 o Al 22 0 EE I

[0024] | 7. A Ttk vty 8 0 VOUAF € 0% - 1 20 S 2 AT FR) AT AT 1 s )~ 2 Joi i
[0025] %8, K Fik b iR 7y 70 13RS

[0026] 9. 4= T ik i 18 70 SR I N i 55 AMbRiZs Jo R E IE P o Al 22 0F EE 10

i 5 LT AR €5 - 5 R 5 40 T8 00 548
[0027] P11, -REATE IS4 4 T RS

[0028] &I 12 AR 3 - HL I 25 1 U - v 20 W 0 5 vk 5 B E AR AN 15 T8 B I A2 i B
TR LR 5 Uy ik A R R o a) HE 5 A% ST SR A A EL ] b) B JFHIDBE Sy A7 X LE
KIP

= JENSL) S
(00291~ i o S 491, 45 5 B PSSR A WD ) Si2 Bt R T 24 158 B« AR S i 9] 8 A AR I O 56
IR N BEAT S0, 45 T VAR S U5 SR RAR R AR IR  (EAS A B B0 OR3P Vi LN BR T
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[0030] St {3 1 5 3 18 73 1) 9 1~ 3R AR

[0031]  FREN R FEIA LI 7 (B FE180~350°C) Z160mg T BEFE /NI A, 2 I N € it i
2R, WA FL 78 o v A, 5 FARERE 23 EE 6 - AT Y 2K/ R A VA R R IR 20796 0mg /mL
TR T - 550 1% B 3 A

[0032] V& AHfO s 251« {8 FHWaters AcquityUPLCHE & R AH 414 (ACQUITY Ultra
Performance LC,UPLC,Waters,Milford,MA,USA) ;ishAHAFE NARFAH 7 L 0. 1% [ F
R KIS, BR A & A AR 40 LU IR B0 . 1% I IR O IS s R R MERR S, 0~ 2Tmindi 3
FHH95 % FIARHZ AR AE 9100 % HIBAH , SR JE E27 ~27 . 2min%% A2 995 %6 [RIARH , 4ERF95 % 1Y)
AFHZ30min; PAACQUITYUPLCBEH C8 Column (2.1mmX 100mm,1.7um,Waters,Milford, MA,
U.S.A) Nkt AEilR50°C , HEREIRAABUL.

[0033]  JREESAM: Fii{ NQ Exactive HFJE#E (Thermo Fisher Scientific,Rockford,
IL,USA) , HAEm/z 2001 FWHMF) 43 3% 5 52400, 000 , 5z o F1 438 2 A1 40Hz « SR FH A e msg
ZREA, BB R, W5 0 3. Bk Y, B AR I N 320°C , B A RN A B
PS> HINA5F110 (in arbitrary units) , BRI INFAER I N350°C,S-lensiZ B A
50. 0, i A (Full scan MS mode) N, 73 HF 3K B 4240,000, H 238 25 4% H H 45
(AGC target) ¥ B A3IX10°EFAE, i K AN 8] (naximum IT) 8 A100ms . FEXHE F
A TR A AT SRR IE B IE WA 2% % FHRS IEWiPierce "LTQVelosEST Positive
Ton Calibration Solution (Thermo Fisher Scientific,Rockford,IL,USA) . {F&$E%4E
IF A58 FH A AR OE Joii & 5l - SR FIDBE =7, ik BN 9 ~ 24N LA B W Im/ 2 AF 2 W AR AR IE Joia
=l Brak 1 [F) S B 2 LA R o SR FHARTR] A 28 23 AT 5% A » TR ) SRER AN 28 P AR R I ) 2%
iR E

[0034]  ZrdEAb P RAEHILC-HRMSE 4 FHXcaliburT™M 2.2 (Thermo Fisher Scientific,
Rockford,U.S.A.) S Hi BT 94 55 N H-F ) BT 1] B FHPrteowi zard3 . OKF J5 46 K4k % 6
9 mz XMLAE 2, 4T 46 . txed =X o B2 OB 3 SR 48 1 iR A6 254 v A 13 4 2 I B Aer L
e FLom R, WA BEAN J5T A U I SR HH (B TR] 5 A B8 B A U H A A8 A B o A R A B
(1) 0 ) 7 4 9 iz oAy B T 8 A B, L 25 R I ) B TR T8 T — AN i g 58 (3034
RO IR B 1Z BT EE , FE 0 S R R A0 4 R A, 08 S 46 AN 28 B34 P F 4 R Y
far LU ) o B 34T B0, A D& o A b 7 12 TR B B2 B 5 10 33 e 3 1 AL P R i 2 Ak
(PR ot gir b, S L ES 4 FH 46 PR s A B8 0o B o AR A A o A LU i oo R AR (0 1
70 FARYEA SV DR B8 IR HERR AR BH 14, 15 23R 3K .

[0035]  EE|145 HH T Joa i AR A MR A B o3 B A T PR P 7 o0t T S it b Ak & 4 Jo 2 i 22
(RS20, G B B s 5 SR PR AR o 5 i i S dz 1y IRIDBE =7 , Bk 0 73 A1 M9~ 24K IN1 2R [R] RP0H
P AR AR TE 5 & A, 15 2 846 B Yom/ 2 0 ~F- 38 5T B i 22 790 . 51 ppm, /N T AR RS I ~F- 34 J5T 5
72 1. 44ppm, WARTERT LA 2 RS I/ 2 , AT AT DASRAS BE HERf e R R B .

[0036] WA BH 7 v T2 i A8 b & B AL S 43 1 3RAE . I 245 1 583 S B 1
B BT A 4 A m/ 2 58 B 1135 Joa i B, A Rl RS S B AL S Im/ 2 2 A AR A
100~300AUM.

[0037] K3 (E) G H INIEWEY (T Ub R E&F DA MNIEY) , At A
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202. 15902(¥1 44, A 442 25 it B, eh o e bL mT Aff o 12 B TR e 3R 4LsoA [C H  N+HT T, AR
Hh R 1% SR i B A (R BRI E) 4. 85~9. 38min F117.89~19. 88minfi t o B T Bk U AE S A £
T )R B /N T AH R 2 - 2N Rt U 43, 13— 2 A O R MW B bR AR 3R AT B, LR B B[R]
fE17.89~19.88minff (A1 B P (B3] , HIERH17.89~19. 88¥i Hi (12 R E AL &40 . Rl
I, AR IR TG 7 R F B IE 7B A U IR 23 A, AR B B 1E B8 1452 200 i 45 G v A £
T g HH B TR) , B AT [ BE sR BOR P B A RS R .

[0038]  JRAE AN BH 5 v~ 25 i RS FE /N 120 5 1 ppm, iR Fam/ 2 A1 o] BEHEWT BRI o R
AR EE B A T A R B SR BT P AE AR B A pr A5 R A A D 2R
PSSR TR o B SR 29 0 A, HoRR 2R G W 3547 A5 30 B AR 5 1) Jo I A0 ok
Bor A, B EYIAE— € OR BE IS 18150 BBl N A7 72 R 5 G5 A0 e R AR IR AR 1o A T HERR AR PH
P, 13E— 22 R R IR) 2240 R0 e A A 1 8 33 R B XS 15 21 B0 23 1 2 RS B AT HF o 28 49 i
BN R, B 425 H TNISR R &9, JLDBE=4, #4453 B [F] R Y (B S 4A) 1) ik B0 RN £ 7 st
B 9¢ 2 B o AN FR ] AL B N AL S PT RER H S S T30, ARFA A AR 20 e MR LE S A
TR Tl E R BE R, R FLHERR SR R 735 , B b B B FH P T 3 A

[0039] it —20 3 FH bR AR BHAE JG ) B a2 0 & B AL & Wit A7 70 73R AL, B R B Ay
B TR B B RP 4 T2 B 2540 XUEE L (DBE) BREL /A6 ARG 5 P . T 545 H T R ik
SETR Sy (180~350°C) MIAREME RIS R, L% @ ORISR ML &4, Hodh & &K
JRF A ALFE N1JEN101E N1S1ZE L IN1022, HHpNTIRAL & W78 E BRI & B4 &9), A1
X 5 i B 5 » FLDBE 32 B4 A 754 ~ 26 2 8] s LEN1ZRAL &4+, DBE = TR AL & W) A0 X o & A
i Fe B AT AEI ~ 42 7] .

[0040]  SEjita 51 2455 i 18 43 () 7§~ RAIE

[0041]  FREIE = 508 (HFE350~530°C) £920mg T JERE/ N, e Ntk 4l H 2%, 35
JE A5 . 78 43V A B AR R B 23 b D6 - AT H R/ s VUM R 22 R FE 29 9 20mg /mL T
FHEIE - 553 HE BT A

[0042] 3 AH A 3% 25 A < 48 FH A28 WUHPLC A Acqui ty i /& RO AH 1 (ACQUITY Ultra
Performance LC,UPLC,Waters,Milford,MA,USA) ;A& H0.1% HERKI60% L IE//KAE N
A, EHO0. 1% H BRI = N EE/ LI AVE AR B AEB . SR FHE M BAJE , 0~ 27min it 3 AH H
100% FIAFHZE AR 1k A1100 % FIBAH , 4R f5 7227 ~27 . 2minE A8 100 % [RAKH , 4ERF100 % [)A
FZE30min; PLACQUITYBEH phenyl Column (2.1mmX 100mm,1.8um,Waters,Milford, MA,
U.S.A)PENZ ML BEIR50°C , BEREARRBUL .

[0043]  JREESEM: Fii{X NQ Exactive HFJ#E (Thermo Fisher Scientific,Rockford,
IL,USA) , F4Em/z 200 FWHMI 433 3R 2400, 000, F¢ i F1 438 R 40Hz o 5% FH X e i
ZREA, BB R, WS T 3. Bk Y, B AR B N 320°C , B A RN A B
PS> HIN45F110 (in arbitrary units) , IS INFAERIEE N350°C,S-1ensik B A
50. 0, i A (Full scan MS mode) N, 73 HF 35 B 240,000, H Z 38 25 4% H H 45
(AGC target) ¥ B A3IX10°EFAE, it A AN 8] (naximum IT) 8 A100ms . FEXHEF
AT TR A AT SRR IE B IE WO A 2% % FHRS IEWiPierce "LTQVelosEST Positive
Ton Calibration Solution (Thermo Fisher Scientific,Rockford,IL,USA) . {F& 454
B, A8 FH P AR Y25 1E 0T A SR FHDBESE 1210, AN 14~ 521N R S W1 N N R 1% IE Jii
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=0, GNP R 2PN o K FAR R AR 3 A1 25 A 5 [RTIRE SR EEANEE N AR RS I R e vit1 23 A i e
[0044]  HH AL EE « [F] S 51

[0045]  [E645 H T BT AR A MR AP B o3 B A T R 7 v o0 T ety vh A 6 40 Jo 2 i 22
FRISEE , Un P Pt s 5 SR PR AR A v Jo 3 i 182 528 32 8 v U DBE = 10, B K 14 ~ 52/ N1 264k
EYE RN bR, K IE T &, HoF 35 B & 22280 . 3Tppm, 7N T MR E IR VA ) ~F- 35 it 2 22
0.88ppm,

[0046] A BH 72 T B v A8 25 b & BAL S I 43 1 3RAE I 745 T B S B
BN BT A 3 S8 m/ 2 08 B3 R ] B v 2 B B S I/ 2 3 A £ 200 ~
800AUM,

[0047] I8 HH T R EIAME IR 4 ) 70 RAESE R, L8 @ HoFh 7 F R A A ), Hp
BRI TR AT N12E N10138 \N1S12R DL KeN10238 , JLHhNT AL &5 W) AR 5 A
51 » FLDBE - 23 A 7E5~ 20 [A] , TRAL I A AE9~ 422 [A] .

[0048] it 1] 3 2 Jufd v 1 43 1) 43 FRAE

[0049]  FRHX R 5218 EH FHE > QiFE>530°C) 2920mg T FEAE /NI, Je N (1 afi FE 2R
TR AE HL 78 7 WA, F5 FHARAR 1 20 b 6 - A R/ PR BV VR B 22 VR FE 249 20mg /mL
TRORE €3 - v 20 S 40T

[0050] 3 AH A 3% 2% A < 48 FH A28 WUHPLC A Acqui ty i /& RO AH i (ACQUITY Ultra
Performance LC,UPLC,Waters,Milford,MA,USA) ;A& H0.1% HERKI60% L IE//KAE N
A, EHO0. 1% H R = N EE/ L IEAE AT BN AEB . R FHE M BAE , 0~ 27min it 3 AH H
100% FIAFHZE AR Ak A1100 % FIBAH , 4R f5 7227 ~27 . 2minE A8 100 % [RAKH , 4ERF100 % A
A ZE30min; AACQUITYBEH C8 Column (2.1mmX 100mm,1.7um,Waters,Milford,MA,
U.S.A.) #FiE50°C, HEFERFAS0L,

[0051]  JREESEM: Fii{ NQ Exactive HFJ#E (Thermo Fisher Scientific,Rockford,
IL,USA) , F4Em/z 200 FWHME 433 3R 2400, 000, F¢ i F1 435 R 40z o 5% FH X e i
ZREA, BB R, W5 R 3. Bk Y, B AR B N 320°C , B A RN A B
PS> HINA5F110 (in arbitrary units) , IS INFAERIEEE N350°C,S-lensiZ B A
50. 0, i A (Full scan MS mode) N, 73 HF#& H 4240,000, H Z 38 25 4% H H 45
(AGC target) ¥ B AH3X10°EFAE, i AKIFE AN 8] (naximum IT) 8 A100ms . FEXHEF
AT TR A AT SRR IE , B IE O A 2% % FHRS IEWiPierce "LTQVelosEST Positive
Ton Calibration Solution (Thermo Fisher Scientific,Rockford,IL,USA) . {F& 4 %4
BF, A8 FH P AR V2 IE T 3 SR FHDBESE 15, B ECN 22 ~ T LIFINT R S W1 N N R A% IE il
0, P R3S o[RS SR T AR R B AR 53 B 25 At » AN aEAT N FRAR IE , LR AR SRS TE R
TR

[0052] 4 AL « [R] S5 1 A2

[0053]  EE|9%5 HH T oL i AN R AR A B 1 B AR I P M 77 vo0 3 B B Hh A o A
ZE P52 o A BT 7, SR FH L Joi vl v Joi it e 52 5 i A v I DBE = 15, ik B 9 22~ T1 N1 K4k
EE RN bR, KR T &, A B 4G P ~F- 25 22 90 . 45ppm, /N T AN AR TEE 1 -
Y FiE w20 54ppm.

[0054] WA BH 7 F T 35 B AR 5 vh & B S 4 1R AE . B 1045 7 #8535t

10
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W0 8 PR B R BT S s m/ 2 58 B T 2 R P, E S I m/ 2 3 B Sy A 7E 300 ~
1200AUM.

[0055] 1145 T 5 FUMIE 4> 70 T RAE S Fon |, S e HoFh A Ji T2 AL &40
Horp A 2 TR A HE (NTZEINTOT2K NTS12E DL KNT022%, N1 2R AL A W i A 0T 5
JiF f v » FLDBE & B3 A AE 5~ 252 A, BREUM A AE 13~902 [H] .

[0056] st 5|45 B 2 A R v 2K 0% 2 W 7 v ) L

[0057]  FREL R 720k # 5l iR 2> (0530°C) £120mg T~ BERE /MR, e i N (i 4l F R, 30 i
L TRV, T AR AR B 43 EL D6 - A H 2K/ R BV VA R 229k 5 24 20mg /mL F TR AR £
- RS o BT R AR R E A LE IR O L s LI R/ R R AR DNV R T B IR 4
0.05mg/mL-< 51k B T 18 73, FHTFT-ICR MSJFi i B3 7047 o

[0058] 33 AH €5 1 45 1 - 1 F A A% 28 N UHPLC A Acqui ty i & RO A0 (% (ACQUITY Ultra
Performance LC,UPLC,Waters,Milford,MA,USA) ;A& H0.1% HERKI60% L IE/ /KAE N
HMA, FHO. 1% PR T HNEE/ L EVE RSB K FH 2 86 FE , 0~ 27min it 3 4H B
100 % [ AFAZEMEAR AL 100 % IBAH , SR G AE27~27 . 2min#E 38 9100 % (I AKH , 4EH7100 % A
A ZE30min; AACQUITYBEH C8 Column (2.1mmX 100mm,1.7um,Waters,Milford,MA,
U.S.A.) , FEIR50°C , FEFRAFASUL,

[0059]  JREESEM: FiiE{ NQ Exactive HFJ#E (Thermo Fisher Scientific,Rockford,
IL,USA) , HifEm/z 200/ FWHMH 43 752 42400, 000, fe i 348 15 5 g 40Hz o 5% I hnA X e s
FRE, BB TR, W5 H TR 20 B 3 . 5KV, B AL IR FE N 320°C , 8 A A A B
TSy 454110 (in arbitrary units) , 5 BIAS A ISR IE B N350°C,S-lensiX BN
50. 0, Jfi i 494 (full scan MS mode) ', 40 #E3R 1% B 240,000, H sh3 25 2 i1 H Ax
(AGC target) B M3 X 10°E FA &, i AVEANE (maximum IT) % A100ms.

[0060] =y 43 FE B FT- TCRMS 2% A4« 45 FH 1038 /=1 70 % i A Bruker SolariX XR-15T
Fourier transform ion cyclotron resonance (FTICR)MS; #EFEREE N5uL/min, BAHE AN
[ HL & -4500V, B4 H TH R 190V, IAERS [A]0. 25, B 5 S A4 it RATI1A] 250 . 9ms , %
£EVEE 150~ 1500u, SRAE 5T E UM, REB000K Tt m Bkt .

[0061]  Hirfe Ab B « YA €000 - 75y 43 % SO 0 (1) 090 Ak 38 5 v [R) St 49 1 - 3. FT- TCR MSIP) £ %
RO FE T N%dE FData Analysis 5.0software (Bruker Daltonics,Bremen,Germany) , %
Rt TS H .

[0062] ¥ A B i 8 ST LC-HRMS J5 v 5 48 HL I FT - TCR MS 71 43 73R AE 45 R it 47
b 45 AN 12a 7~ , FT-TCR MSTTVEAIRAR 1) AR SR -8 2, Pir i B 77325 359 Wl DAAS W o (]
W 12b AR , A% B 75 153K 43 (I DBE 73 A5 5 FT- ICRMS /7 72: 9540k , 6 BHLC-HRMS 77 vk HL & 5
10 R A 2 P TR 0 R AR T S oy TR R

[0063] ik izt 5 45 SR WA, A B S B ARG , JO T8 XM AR T 5 2 o TR B
FEAR BLER VA R RE , B 3 ; T 75 R RS 1 67 B8 A Q0 vk o T » AR Y it 1 25 1
R 3 A 45 - VKR € T B T, BP0 T ] B R B 1 A R P AL S S IS s TR AR AR
Hh 3 B P B A I J5 R il 7 8 O g ) SR D R B R T 45 S AR A R B R T — D kR
Py T RALSE R, 153 2 7 2 NA 0 T4 AT 58 A R W 7820 R AE T WO (3 Fi
A RS A A, AT A R S R B AL A VI E R TR AE .

11
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[0064]

[0065]

[0066]

1. BEYHLC-EST (+) -HRMSA> BT I PN ARk B ME IE

HTET i Kt m'z

[CoHoN+H]' 9 130.0651
[CoH N+H] 10 144.0808
[CyHN+H] 11 158.0964
[CyoH N+H]+ 12 172.1121
[Cy3H;N+H] 13 186.1277
[CisHoN+H]" 14 200.1434
[CysHy N+H] 15 214.1590
[CiHpN+H]” 16 228.1747
[C17HasN+H] 17 242.1903
[CysHyN+H] 18 256.2060
[CroHpN+H]" 19 2702216
[CaH3 N+H]™ 20 284.2373
[CyiHyN+H]” 21 298.2529
[CaoHasN+H]* 22 312.2686
[Cy3H3N+H]" 23 326.2842
[CyHaoN+H]* 24 340.2999

Mt 32 i YHLC-EST (+) -HRMSA>HT I PN AR i BE IE
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[0067]

[0068]

NTET Al m/z
[CyH N+H]* 14 194.09640
[CisHpN+H] 15 208.11210
[Ci6H sN+H]' 16 222.12770
[Cy7HN+H] 17 236.14340
[CisHoN+H] 18 250.15900
[CioHy N+H]* 19 264.17470
[CyHpN+H]" 20 278.19030
[Ca HysN+H]' 21 292.20600
[CarHyyN+H] 22 306.22160
[CasHaoN+H]' 23 320.23730
[CyyHay N+H]* 24 334.25290
[C,sHyyN+H] 25 348.26860
[CyeHasN+H]* 26 362.28420
[CorHyN+H] 27 376.29990
[CasHygN+H]' 28 390.31550
[CagHy N+H] 29 404.33120
[CyoHyN+H]" 30 418.34680
[Ca HysN+H]* 31 432.36250
[C3HN+H] 32 446.37810
[Cy3HyN+H]' 33 460.39380
[CayHg N+H]' 34 474.40940
[CasHgN+H] 35 488.42510
[Ca6HssN+H] 36 502.44070
[CyHsN+H]* 37 516.45640
[CasHsoN+H] 38 530.47200
[CaoHg N+H]' 39 544.48770
[CaHgN+H] 40 558.50330
[CaiHesN+H]' 41 572.51900
[CoHeN+H]* 42 586.53460
[CisHgN+H], 43 600.55030
[CoHy N+H]. 44 614.56590
[CasHysN+H], 45 628.58160
[CagHysN+H], 46 642.59720
[CarHyN+H], 47 656.61290
[CasHyoN+H], 48 670.62850
[CuoHg N+H]* 49 684.64420
[CsoHgN+H] 50 698.65980
[Cs HgsN+H]' 51 712.67550
[CsHgN+H] 52 726.69110

Bt 23 E FIIHLC-EST (+) -HRMSA3#T H  FRvE i e IE 36
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[0069]

nTET Ty m/z
[Cy,HN+H]" 22 296.14338
[CosH oN+H]" 23 310.15903
[CogHy N+H]" 24 324.17468
[CasHasN+H]+ 25 338.19033
[CogHosN+H]' 26 352.20598
[CorHyN+H]" 27 366.22163
[CosHpN+H]" 28 380.23728
[CaoHy N+H]" 29 394.25293
[C3oHyN+H]” 30 408.26858
[C3 HasN+H]" 31 422.28423
[CyH3N+H]" 32 436.29998
[C33H3oN+H]" 33 450.31553
[CyyHyN+H]" 34 464.33118
[CysHyN+H] 35 478.34683
[CagHysN+H]' 36 492.36248
[C37HN+H]" 37 506.37813
[CysHyoN+H]" 38 520.39378
[C3HsN+H]" 39 534.40943
[CaoHs;sN+H]” 40 548.42508
[C4HssN+H]" 41 562.44073
[C4oHsN+H]" 42 576.45638
[CysHsoN+H]" 43 590.47203
[CagHg N+H]" 44 604.48768
[CasHgN+H]" 45 618.50333
[CagHgsN+H]" 46 632.51898
[CyHgN+H]" 47 646.53463
[CigHgoN+H]" 48 660.55028
[CasHy N+H]" 49 674.56593
[CsoHpsN+H]" 50 688.58158
[CsiHosN+H]' 51 702.59723
[CsoHpyN+H]" 52 716.61288
[Cs;HpoN+H]" 53 730.62853
[CsHg N+H]" 54 744.64418
[CssHg;N+H]" 55 758.65983
[CsgHssN+H]" 56 772.67548
[Cs7HgN+H]" 57 786.69113
[CssHggN+H]" 58 800.70678
[CsoHgN+H]" 59 814.72243
[CeoHosN+H]" 60 828.73808
[CetHosN+H]' 61 842.75373
[CerHoN+H]" 62 856.76938
[CesHooN+H]" 63 870.78503
[CosHioN+H]" 64 884.80068
[CgsHyosN+H]" 65 898.81633
[CosH osN+H]" 66 912.83198
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[0070]

NTET fic L m/iz
[Co7H sN+H]' 67 926.84763
[CesHygoN+H] 68 940.86328
[CeoH, 1 N+H]" 69 954.87893
[CooH;13N+H]' 70 968.89458
[C7HyysN+H] 71 982.91023
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350-onescan-extemnal #1-3135 RT: 0.00-30.00 AV: 3135 NL: 4.19E6
T: FTMS + ¢ ESIFull ms [150.0000-2000.0000]
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