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L1 A% G5 co, ZEREEE (RS HA320-40-21, F
ARG A RERA R AR ) ; XP-205 BKRF (+J74
Z—, Hit Metter-Toledo %Y 7 ); WN-V69-6006 1 X -
(ThzZz—, BEINTEMMEHEABRATF); EN1434 BK
(Thz—, LRV HEREAERARAR); FW177 A
R BT REM RN (AT ARE BT AR A IR A F]) 5 KO-
400KDE HUE b 75 P v Ve AS (B Ll v B P A A A BR A
Al); Agilent 7890B SAH @ IEAL, FRHE Agilent 5977A FT i
A (M Agilent A7),

1.2 RXA5%Hy HAERE (#520170413) | VIEF (5
20171031) ., A & % (Ht 5 20170414) . T &F (%
20161115) 2543 i M52 Tl B I bR 52 R 25 98 e A PR
AL, SR PEARFRRF I E N ER, T
Xt B (4 =99.6% , L5 110725-201716) . K& A
YRS (4R 100% , b5 110788-201707) W [ b [H £ &
iR E A B s LB KAkl (Millipore-Q) il
s TKOEE, LRROTE, IEC KB Rabral, WHE K
TRBHERMH AR A
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BERMM 4 %WAM (AGE, IIEF. RERE | THFIHL
225 ¢) RE, SH 2015 FhR (PEZGHY —FAEIT R
S XD H & I R 1 P R BBOCHE 2T 2 4 R T AR BN T
i, W R W, P 4,11 mL/100 g,
2.1.2 MBIGSA CO, ZBUE i fABR s LR BUR L )y L FIFR
PSRN 4 WM (AT, V&, AEE, THEHL
2.5kg) IRA, HHEETBIGA COo, e, 7 2 f
SR HEATHRI,

MBUENE 1. FEBUREE 45 °C, A BUE 1 28 MPa, CO,
B 50 L/h, 438 1R 9 MPa, 408 LR 65 C,

sy TR 35 C, B R HE R, %H 90 min, W
Kb CHERRAR) BITR, HARER 4.50 mL/100 g,
HBUSME 2. FEBURIE 50 °C, BUEJ1 28 MPa, CO,
PRAURL R 50 L/h, AP THE S 9 MPa, iR 65 C, 44 I
IR 35 °C, WK, ZEB90 min, WEKM (IR B
5, HASRNA 4.52 mL/100 g,
2.1.3 2 FMEEOTCILE: W 1R, 5K
AHE, G CO, SRR & M i 1 R e i 10% , %2t
K, FEE, BEREMR.

&1 2HENARXER

PO W At /h T 183/ (mL-100 g™')
IS o, HEEL x 1 CO, TEEFIH, 4 4.51
IR R 4 6 FERER 4.11

2.2 GC-MS 57

2.2.1 GC-MS % {4 3%, HP-5MS E 41 & & % 4

(30 mx0.25 mmx0.25 um) ; BFIHE (WIRIEE 60 C,

A¥F2 min, LS C/min FHEZE 250 C, PAFF 20 min) ; #F

FECTIERE 280 °C; 2RS4 He (99.999% ) ; FERTIE1Y psi

(1 psi=6.895 kPa) ; ZMiIL 150 ¢ 1; #EEEHR 0.2 uL,
B, BTED ELE T 70 eV; B TIFEE230 C;

PULATIREE 150 °C 5 #2HIREE 280 °C; HLFAEH AR K 1
680 V; FiREHER IS E] 1.5 min; 1E & T RERIRE; K
AL m/z 30~550,

2.2.2 R BE 19 MeEY, VCESE N 100% ,
GC-MSEEFHEWRE 1, Hifhae, 12, 3, 2, 16,
14, 1, 11 X 8 b & W e m AL A 2 Lo o5 8 0 T AR
) 91. 45%
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{/min

1 EXRHERN GC-MS 2B FiRE

AT E A A TR RS R R IR S
Nist 14. LirHEFS RN, Bk Rz 2, iy
6 FEHAE I I TETFR E 3 LA (49.35% ), HUEE Y
12 (T&HM, 16.01%) . 3 (B-IRM, 6.59%) . 2 (f&),
6.21%) . 16 ( 2-H % H-4- (1-H M &) K B & &,
4.77%) ., 14 (LFTH, 3.81%) . 1 (1, 3, 3-=HH-=3F
[ 2.2.1.02, 6] B %5, 2.86%). 11 ( o-# Ml
Mg, 1.85%) .

Pk BB, bk, BUR. AR, B,
Bt B R 25 A S T A B A YA . BT
R, PURTE, RIBRREE, BURSEM Y, SBE LR
MR, ;e JLIRMm, BEILEENSEE, B—E
PRI PRI T LR HUR T B 10 245 5500 R Al, leasE 9%
FETHORE AT A s 1 e b Pk oy vy & O e vk, HF
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W% = L B BT P R
2.3 BELkR TGN, TEHSTHMNE
2.3.1 {BE4MF  Agilent DB-WAX B41% G54 (30 mx
0.25 mmx0.25 wm); FID Kpil#s; &5 AR GG EE
80 °C, f##F 3 min, LI 10 C/min FF & 190 °C, 14+ 10
min); SN L 40 ¢ 1, FEEE IR E 240 °C, AN RS IR E
280 °C; #HAUN, 25 mL/min, #AS H, 40mL/min, BYAS=A
K350 mL/min; #FFEE 1 wl; FEHE 1 mL/min,
2.3.2 XPRRTIATREI R RS E PRI RS X R 71. 03 mg
F 10 mL &=, MR FREMMIFRBEZE, &5,
R T mL S MRS 7. 10 mg AR IR S AT .
FEEHRECT FE XTI 125,13 mg T 10 mL B3,
LREBREMITMBREZIEE, #5), I 1 mL & T8
1. 25 mg FIXT IR AL AW,
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r2 EEMAS GC-MS EEER
145 tp/min R 4y VAT AL/ %
1 4.48 1,3,3-=HH-=37[2.2. 1. 02,6 Bili CioHig 2.86
2 5.37 1-FNHE- 4- T H JE-XER[ 3. 1. 0] © e, SRR CioHyg 6.21
3 5.45 (18)-6,6-"HI 2 I IE -XOA[ 3. 1. 1] Pkt , MAK B-TE M CioHyg 6.59
4 5.78 B-A B CioHis 1.08
5 6. 64 RIS 0YiF e CioHyy 0.97
6 6. 86 Lursliibiit CioHy0 49.35
7 7.55 AR T CioHie 0.75
8 7.71 (la,20,50) -2-FI5E-5-(1-F B 08 ) -BOA[ 3. 1. 0] & e-2-1% CH;30 0.68
9 8. 69 Payi CioH;50 0.51
10 10.9 (R)-4-FFE-1-(1-H 3L 2,3 ) -3- IR s - 11, SRR . 4- M I CpH;50 0.55
11 11.29 oA T CpH;30 1.85
12 16.03 TN CioH,,0, 16. 01
13 17.27 HET & CH,0, 1.08
14 17.68 FaEur: CisHy, 3.81
15 20.3 4-F S FE-6-(2-TN IR 3L ) -1, 3-28 31 A 280 U CiH,04 1.24
16 20. 46 2-F A F-4-(1-TN W) 2K W 2R CpHy, 04 4.77
17 21.17 S-(RETRHE)-1,2,3- = AU CoHi05 0. 63
18 25.93 T PUBERR ( PR R ) C14Hy0, 0.57
19 30. 13 1E TS BEIR (LFRAFHIIR ) CieH3,0, 0.50
28 W IO JHORE 6T BE A T 5 miL, T A B 6T BE S VA TR 1:25,
2mL T 10 mL A, MZRMZBERMBEZE, B4, # 2.3.3.4 BAIIREE (n=6) WU LORMUE K12

B 1 mL E RIS 3.55 mg, T A B 2. 50 mg BYTR AN IR
VT

2.3.3  HHAME AT & S ML

2.3.3.1 TENTRER 204 A TR A i B B P R T A
/A B FEEX100% , 2540 T F B = R h
T BTt/ AL E X 100% .

2.3.3.2 AHUEFIFREE (n=6) BUET LWL
PEZG MG I, M, 2F 3 S0, R 1/50 4b U7 RS AR
HER, UG, TH. EAGIHE, 8T —EhRBHE%E
SO, A 10 REEA VAR (IKIRFBELKLEE, 4
RCHR, ECkE), FRERE, ERAMT, #ENE
400W, ABFHREL 30 min, R EVG FHRARE R, MK
HE, fRA, uEit, 78 <2.3.17 TG SPE T SRR E
el . THRB S E, SREW, Mk om O, 12
BRSBTS I & B0 2.83% , & TIRKCEH, LT
FOkA;, TEBSEN1L.57%, STHA24H, Wi
S, Ok 28 ZER R N B BUA

2.3.3.3 BHELEL (n=6)  HUBE LWBHER L
EiR, OB 3 B, M8 1/50 A5 S AR R
WERE, T, IHFAHE, BT —ERREE=MEP,
IMA—ER (KRFEZLZL 10, 15, 20, 25, 30 f5id) Z2MRZ
g, FREFE, EWRAMHT, BRUIZE 400 W, #8582
30 min, WG FHRARE TR, $MNEWRMEE, A, I8
i, BERUEWAE “2.3. 17 TGS SRR SRR R R RS
THEBE®E, 45REH, EHRFHARZMBELT, 244
Bt SGUF G 1 25 B, Keuloks AR 3.02% ,
BTHEASA;, TEMSEN1.51%, SHAPANERAR
K, BOMRGE, Wk 250 0 5 R R Lk

Mife, e 3 50, %R 1/50 7 el mAREE D
M. AER, TEH, UWEAIE, BT - ERBEE=f
B, WA 2SMEEZR O, RERE, BRFFT, %
%2240, 280, 320, 360, 400 W, A/ HEE 30 min, BH)G
FRRFRE BT, ANEBUR R BT EL, $ES), D8k, HRZRIEW
FE “2.3.17 WA SRR e KR . T A E
SEREBW, EHRFMANEWIELT, BAETIEN 280 W
BF, MEdRG& o 3.11% , imE THASH,; THEH &
H1.59%, HIGZHEARMK, Bk e s £ R
280 W,

2.3.3.5 MAEBREIEE (n=6) WURE-LREBIE LM
MG, MR 3 S0, R 1/50 405 BORE E AR A G
M, RER, TH, IFGIHE, ETEE=MET,
AR CER, WEDRE, ERAMHT, BEYER
280 W, MRIKEZEGHA 20, 30, 40, 50, 60 min, ¥E15H
WRRE BT, FMEWCR TR, 5, B, BRI
“2.3.17 ORI HREIERKE . THB S &, 4
BB, EHRFEANZENFIT, MBS RER, %
WREATT & B & RS2 Fm R, @A 50
min B, ARG AT A By 1 S IR BT, 43500k 3. 26% F
1.71% , BOEERE A A B 50 min,

2.3.3.6 AANKSHI S TEREIE (n=12) W L#E
PP B EET, W L WRBUE & M 2 1 b 42 Sl
PRI AR S i 4 7 i DL SR SR O SR IO A,
BHE LR 1 : 25, 280 W Zh# | 75 50 min.

W e R R M2 A IS i, B RS 3 S, M
1/50 AbJr A MO B0 . WEGE . T& . EEIFE,
L2, mETF e RREE =M, #ERd A
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il AR A, A, B BRI T 0. 22 pm AL
VERR, WUERIEWFE “2.3.17 WUF @SS EmRE . T
Flr o, R EREE -CWREE R MM S & i
H3.04% , THEBEEHNL61%, 4REE,

2.3.4 FIREEEK

WA (ZTRTES), & “2.3.3.67 TUT Jy B4 Wil 4 1 it
I, SRAGRE . BT & SROTE BRSO, %
“2.3.17 TEARERME TR R, o Ei R, 45 R R
T A AR S AR GBI o B R T 1.5, BAMEIE O
AR T, LIEMERL, SAMEERLE 2,

2.3.4.1 LJRMEES PO R, aER . =8
a
340
320
300 b‘ A
280
260 B
240 i
220
200 (W, ... ! c
< 180
1601 L " I D
140
120 | [ \ E
100
80 F
pe )| | | i
;g L hA | i i 1 G
1 23456 7 8 91011121314 1516 17 18 19 20 21 22 23 24
t/min
. oa AREMKS, b N TEBY, A XS, B S HEN, ¢ outid, D G
FAMERES , E BN GEI AR, FORBRT EBAMERES, G EiiE e
B2 &B%H GC-MS &itE
2.3.4.2 ZRMERFRBE 3l WIBOR [R] IR BE )X R S AR BRI, 5], oUE, IERUEW, fE “2.3.17 Tk R

(F K 0.014, 0.036, 0.071, 0.142, 0.355, 0.710,
1.776, 3.552 mg/mL, T F B 0.010, 0.025, 0.050,
0.100, 0.250, 0.501, 1.251, 2.503 mg/mlL ), 7E
“2.3.17 TEATEAIE T IR E LA IR vk N R
At (X)), WEEBCHASR (V) , HEAT EH ] RAR A 7E
0.014~ 3.552 mg/mL WY IH 7 #22h ¥ = 374.3X -
0.788 2, R*=0.999 9; T &M 0.010~2.503 mg/mL kit
WA Y=351.22X-1.372 6, R*=0.999 9, FWH%& &
IyTES AN ER R RIE,

2.3.4.3 FEHEEIRE B IR EW (HI RS 1,75
mg/mL, T 1.25 mg/mL) i&HE, 78 “2.3.17 Tifig
SRR ESRIEREDN E 6 R, WA H RS . T A B g 1w AR
RSD 434120 0.94% | 1.00% , KIUFHRE B AT,
2.3.4.4 FmHEMRE WE-H#EE 7 IRELELM 6
By, % “2.3.3.67 W Nrikdla bl AR, £ <2.3.17
WETE AT T SRR, WA A A TORS . T & B 0 i AR
RSD 235124 1. 00% | 0.45% , FRPZ7EEE T,
2.3.4.5 FaEMRE W “2.3.3.67 TR EH &
WRWE W, 3 F 0,2, 4,6, 8, 10, 12, 18 h 7£
“2.3.17 TEGELMET R E, AR . T &5
1T AL RSD 43 94 0.94% . 1.10% , WA AE 18 h
AR E T R AT,

2.3.4.6  JAERICEIRE KBS B & B A
PRARBGR 6 1y, B4y 10 mL, BT 25 mL I, HiNA 10
mg AKX BT FD 6 mg T & By XS i, O MR O MR E %S
4164

TR, TRE R, S5, M ks . T & B
FE Il i R 4 51 S 101.65% . 97.24% , RSD 43 5l R
1.50% . 2.97% ,

3 itig

HIGTE CO, HRBUK R, R IR A & &
A, MIPIEEHERYTR, BT 2SEEFGFE, NMUZ
T SREAE B o BBy, T LR O A i B AR 1
B, TSR R A ORG24 B, R v 2 R T S A i
Wy I 1 B 5 IR R

AW AT T RIGS Co, I TZEMF, GC-MS &
PEYE 19 MER MY, FFEESE T Rk A T F & &
WEI ¥, ZIrEEE R, etk ., Mm%,
TREE LB R,

BB B L R A AR N T A SR R R B 2
MBS R B 2 —, RME T hieH R4, FES,
WREEAM, A KE/NFARER RS, XAt
BB e LB B 2GR R, AR Tl 0oT,

SE 3Lk
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