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VI BEBM B a IR e, A 95 %R ZBRINEFRERYR. KXRAEHEE. 81
MZRZEEX LR ERSEE, M EEDE R BRI TE AR, %
RERCEMNMARTEAFTRFNEREM, FEMAMEALESERRRARZH, &
Btk BHEMM BB E R A R E T T AN RN ZBMZERXRED, 555
PSR RINERESLE 3.125 mg/mL. FHERWEAFEEY R SRIUNBBRW K
RBYITER AR5 IR SR T B4R ‘

F R BLERRE. GC-MS BRMTRIRR T ZBMZ AN At 249 .
HWFMAGR B RLMOREERAT T EMANGER. BWMA. AWML, ABAEE
F URIANE. FIEEEERE, GC-MS BASERANESD 14 FeY. &5
LR BN 94.61 %, SERBANASYH 1,23-X=8. HHRERD 7-P8E-1-
VISR, SESHN 4231 %. 1233 %H 11.26 %: GC-MS B 9T 9158\ B & 15
ERCETE 13 pLEY, SEAEDNHR 04.04 %, SEBRMLEYRLE, &
THZEBIERY 36.65 %: TLC M HPLC K& N BIEHRE T AL MBI &4, ZRZME
BARERITH ARG R = 2:1, KOXDABERITHLEN AN = 8:1. {24
FHHAT RS RS SR TR B,

SEAERMRNTE. B, SYEHRERBTBMEFEH#ITTHR. 42
B AEAERN. FRENANER RN SH T E AR TR, B30
BLER S R B R E B 2 EAKIKA 0.00131 %. 0.00126 % 0.00111 %. EEKHEE
&, WIEARBERDOE AT U B P B B E AR M EHE, GCMS BERSHTE
AR Y A ER AR S EA T 96420 %. FYPTETREERGRN., BKiR
B, @rarsrig. 'H NMR # 8RB A BB SHEE, XARNEL
EHBRAEESE, SHRRONARFTEER . EARBREBRTRMTLE 80 &
MmN REENE: pH EABRESYEHEBENEEEERANES, pH HH 4
HAREERET, BESEHRBEETEE, FEEWEBEREEOEEN SHEL
EFNEFRTEEMNE . AREFREINAANDEE, SRBETHERHTER. B
PR, ETIRHEHASERITNMEER, EPayBNeRY RN RRNE
WEH 0.0625 /L. HiZ5 2d, HHEMEFRAABICPIREN 083 gl. FERMREK
B 260m 4, BERRABESTHIEAEENELRBRRBETHARESE Y
0.0933 %, HAET SAMTERMMERKEN 99.6 %, EEHREF, BEE&R5%AM
HPLC i 45 R 48IE .
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Abstract

The active components in bark of Juglans mandshurica are extracted by 95% alcohol,
and then the extractives are separated by petroleum ether, chioroform and ethyl acetae in
turn. The resuits of activities test of all these extractives showed they all had insecticidal
activities to Lymantria dispar and they can all make Lymaniria dispar refuse eating food.
The chloroform and ethyl acetae extracts have stronger antifungal activities, The MIC of
them is 3.125 mg/ml to Alternaria alternata. Activities tests not only point out way for
analysis and extraction of active compound in bark of Juglans mandshurica, but also give
science information for the application.

Chemical methods and GC-MS methods are used in tum for analyzing the chemical
components of chloroform and ethyl acetae extracts. The results of chemical tests showed
that there are hydroxybenzenes and tannin, naphthoquinones, flavones, lactones,
cumarines in the ethyl acetae extracts, there are probably organic acid ,but not
anthraquinones and its glucide in the ethyl acetae extracts, the analysis of GC-MS affirm
14 compounds of them , 94.61% of ethyl acetae extracts, the most compounds are 1,2,3-
Benzenetriol, 5-hydroxy-1,4-Naphthalenedione and 7-Methoxy-1-tetralone their contents
in ethyl acetae extracts are 42.31%. 12.33%. 11.26%. The analysis of GC-MS affirm.
13 compounds in chloroform extracts. the content in chloroform extracts is 94.04%, the
most compound is 5-hydroxy-1,4-Naphthalenedione, the content in chloroform extracts is
36.65%; TLC separation- HPLC test showed that the best spread solvents are chloroform :
acetone=2:1 for chloroform extracts, and chloroform :acetone=8:1 for ethyl acetac
extracts. The analysis of chemical components may be consults for the separation and

purification of activities components.

Extraction, stability, bioactivity and determination of weight content of juglone were
studied. The results show that the extraction yields are 0.001 31%, 0.001 26% and 0.001
11% for ultrasonic extraction, conventional extraction and soxhlet extraction, respectively.
High-purity samples of juglone were obtained by ultrasonic-aided extraction and vacuum
distillation, and the relative weight content was 96.420% according to the analytical
results of GC-MS. The structural characteristics of juglone were also confirmed by color
reaction, alkali reaction, FT-IR and 'H NMR, and a simple procedure of extraction was
developed. It can also be found that, with strong anti-oxidation properties and weak anti-
induction properties, the incorporation of Tween 80 was not corresponding with the
increase in decreasing rate, and pH and temperature had a striking effect on stability of
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Abstract

juglone solution, Optimum stability was observed with pH 4, and the elevated temperature
had a negative effect on stability. The experimental results aiso show that the extracted
juglone has good insecticidal activity and anti-fungi property, and effective prevention of
plant diseases, and the minimum concentration and pesticide time for prevention of
poplar-leaves related diseases are 0.0625 g/L and 2d, and LCsg for Lymantria dispar is
0.83 g/L. Spectrophotometric method was applied for the determination of juglone content
at wavelength of 426 nm, and the content and recovery rate were found to be 0.0933%
and 99.6%, which further confirmed the data obtained from HPLC analysis.

Keywords  Bark of Juglans mandshurica; activities; extraction; juglone
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Bk (Juglans mandshurica Maxim) XZ#HHHK. sk, ZHAMEHPERE
Vi —Fh. HPaask (EEb) MRMARMETERMEAEARES, BRRSIA
TIX A EHE YIRS KRB RCEHTT KENHR. BR, GEXRHARHA:
- ERHEYRT RCBSAEFENEFRNMENSANESN, AV ESGTAELE. F
R, MEEEYESE, E-WHENEDRAEE"Y. HEREKAEHERBERE
PEENEFTERET EANER. KATEALERENKIERSBE U= EM0H
HIEEEANMABGNE, 3IRERETENFENE. m: L. KESPRER
BHEEHM FEA. BL2ECY, Hit, FRMIFRITALBENESHFERSH
FRURTERAAY]. AR, EOREVBEHUEVHRALE, HEEMRER
PR 400000 B, HApk S ML EMAMEEHEL, LU, KEM. K&,
BK. MESEMEERALESHAT A RREERE. HYERGZENEYPRIE
AHBAFEAMBED R, EEREAENTERNFERY. HTRARBELFESR
B iitR, wABRERREPHEER, RS HUSRAL, FLlink
RAVFAFRAPAH DL A SHRANAERAROBEE. HhosastREY
MR 6.

11 BRREHERL FOEAFS

111 £FHEN

FEEBRAR RIBHE R BT AR RARGE, 3SR Y B R B R R
BERS. got R ERAERROE BER, AXETIMAMER. &
BRIATHF ERAREER", SHRBARSRE/NLT RS BB, M
Rk, BREESEERFABERE 20- 25850, BERSSHHERHR
Rnataf e A EA R BHEREMEEST THAR. HRERKY, BHHRIY
*HF R A RORRAAER, SEE AR AT AN,

ENHSERA TR RIRERYHEN. SPRROEDERD. £8%
B: BB 95 %Z MR RYMINERFHEMERER: RN ZRZEERBS
MERERYEMERER, BIRZBERYIKENEL, HEUEaE. B
RERREMHBHHERRNERH ALK R HTAZEKEBR, REYIEES
HE, BARMMERARY.

1.1.2 iR E N
B 1982 4 CadufigoD X ¥3IRT, FHAMM FHKRAM HBERAER, A
=8 509 %Ll k. 2003 FREHHIAT RN ZERRYSEENERE. £HAH
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HEE. HEFOFENRREEENAEER, EHEHAYT KL R LA BT
B,

1.1.3 L B{EH

{LAE F (allelopathy, X BERRRHRIEAEREAMELHE. BE. BE
TR RSB RAFETRBCEY R, AT B 558 B E(BmmM D)6 &
FEERERARGEAY . b FERN B EREDE SRRSO EER, B
A P B R T AR S R bk S . BRIV KRR B fEREBE . R R LBk ROALIR
ERAREEIAERE, IAXTRFVNTLAEFEYREARE T HLRE. A
HEMARMBER, RRERBYABRENHIOENNERRED. uwh ST
PE R MR R A B R AT T B AL, E PR Bk rt A A BRI AU X — S ) A
RAEASEAP, FRPEULHT A EEHE, UARRRMEE, &, BLaHk
Zkis, RARFREKLR, HIRTRHHRIUIK S =R AN B e R,
ERFW, FRAKREAEHRM RN =R ZE5 5F MR EEH, MERERAE
EYIETRE R BB . ’

g AR, SbtmEYENDERRREENETENHRAEREFELK L, T
BB RN D, AR YR, NS\, #REERNE
BHRAEHBEHE RN RREHLEER.

1.2 GHREDEETRR

EOREM AT REOAMRER ST T ABHR, SRR, BRKETRE
KRB AR 180 A B AR E B RONEER, RNBETESHY
PR AR R AL, R RSB TE DEIER25]. EARER K
ERE NIRRT TR R, ST RRKER R R BEE AR
MASIER, WHRSFARNEERBER, B—HEHRNTELY™,

BRARMERR. TERE. AEREOES RIFMUIRRTR, AR ORI
. BEMEA A RAMEHER, SR DI, SM. SN
Z@E,

2 R S SRR AN RS/ B R T RS R BRI/ R 5T
BT THIN, 4 BRI B Rk S0 AT 1/ B PO s ot LA A2 e8],
A — B R A A,

EMFSREE RA SR LY DB ERARA o TNF EEFEMEMBETT
I, BT T RME SR EA FHMEO RN, BIRRY, Bl RE
BEAEER, BHKT EXRRIYEAMEISI AT E. SROHERERRAE
Wi, BHmE REEATRASAR, RINYIE. THE 681 HAJLAS
ECHO H#&Ifef. Bid BAATRIHA, §hRABMNKE R LGRS EEK
MHIH TNF o-mRNA FikFINR, B A FMREARY,
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REZB AR IR A R HIE AT TR, SRAEEHEM FH
LERIYSERES AR mE. K5, CROBER, EIERBMARNEA R
FlESh 547, REA FR R A R EERNER. STRGREYN, EXFA
HER M RBETAGERARRETGEA, SO 18 L8 Z BRI AR 75 E
HRAFBEEMEHENSER, RHEHRTERELEBLTRSFERERTHEAR R
BIEYER A0,

B RO IR P E AR ARERNE MR+ EE, KRS0
MAGREENRREEFEANEEFATAZ . FE, BHRREENHAMNRSE
E¥E, HERWRREGRTEMATRLRE, USRS E0iaiE
HEDEE, HEEFRFAEHRIHE2RABEFER.

1.3 BB b TR B S BB 5%

HMRL R AR BRA— SR, BRAEEEAR MBS BRY
HEAAL S YIRS, 1985 &, WRBSERAEBRITERE. HERERET
SERA SR, FETTEN, SEFEERETE B, PRELEHRTEEN
BAEYIT, SREE, B M BT 0.02~04m g/ g (B E) LM,

sHAAMB Y R LM BN RS AR T EYE R BE RS, MEHHK
BED A RRTAEY 5-B%-3, 3-BHE, Kk A E A yEt s SRR
EME YR, XEARBOTEY R EHEERANEYE, — RSN TRRR. 6
MAH YW BMMERREER, NE—RIARS. FRPLBRDOELYR, E
RREYRENE MR ERYREELARY LHNES, BAEHIEENE
5([32]°

EWIF SR AL R R BT T ISR, BRI 2R
BB PIARME. Wi ZMIE. ETEERSK 5 54, EHZRIESHER
Bt ke A 4 1 R W BB RS AL, B — LB Y. BUERB RS ST
W, HBESHHETRL,

R RS MR L E BT TR, MPAH 6 M8k, SBAEHNkE
MIRERENS: SRR, =+ R, B-BHE. B, 3-FRE7-F4
IR AR, (R0 SRS S U — BT,

Hirakawa K 25 598k BT TS, MBHLR A8 P A E A B, Joe
Yoonki ZMZHMMEIR P S BBE 2 HFNSRESTERY, FEETENNSEH
B6), Lee Sungwon ZMEZHIKEIIR A EBE 3 HENAEETQ A SBESHERY
1A 1B -RELESEERY), FEETENGSH. X3 HENEEEESA
BT BT,

Kim Sanghyun % MZBHKERT A EEE 3 HFHLSMCSEERE. =RE
RN R RERISRR), FEE T UMMEE, P RENMTEALN 2 HEARE
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FERLAEMPY. Lee Kyungseon SMHHRIH T HE@H | HFWLAY. 3 HEQ=
BERMA | HOOREEE, FEETUNOEH. B 1 BSSERRA, X84
BB I N R RO R 4 T A LB R,

Li Gao ZMEBIKHTIRS 5 BB 4 HFIH AV HEHEMT 2 HEMLEY
(NEERD), H%5E TENMSEH, Lee Funbang % MEHLKE RIE 4 BB 5
HEHY™. Min Byungsun 24 BBV 27 K o0 5 BB 0 FL ALY 3 7
FHEBE. 4 REFBA 2 HEREXFRAEETS), FEETENNEMH. P
EEHEN MI4 SRABHNASER SREXTRAGRAE EE0NFEILL
BRAMEEREEHEM,

BiBEI B o S KRR, EREHTRNIE BRI A% T
BRSO ML, (S RAMPIRR, A REH X BN B o A e
AT BRI RI A BT

1.4 WABRREL A YW 52

1.4.1 AR EER LHFA

Mezhevalova A G(1958){R %, BRI HEHEAZHMEBERLERAE 0.04 mg, BREK
FEE A 0.09 mg, BHAKFER 0.05 mg, BFHER 0.1~1.0 mg, BXNBEEZAER
MEMRB TR, PGB EERMBEE T, kekawa Tetsura RS, HHEE
Wik R M E (Klebsiella pneumoniac 602). {HFEWTKE (Salmonella paratyphi A)
ABHIRE ( Micrococcas Sflavus 16). MEFE (Bacillus Subtilis NRRL 558) KB HE
(Escheichia NIHJ) SHBMERP,; ARG 5hEEMKEOBERS L&,
e PRARBE B A SABE R (100~200 ppm) WITTRARBEEHENR. b, FARS,
FEBRERTER. AR, MERE. BE. TERWE. 2HEERESBHRT LS.
R BAR SRR, i, SRR ARSI ERENEEER, R
EHRBATRHE, —REKEN 10 ppm FHETUNE. HE, AR —SLEFEHRE
ERAAKHE. NIHRRKE, HPEBCKE >S50 ppm &, FCHIEE 1 FBEHKA N
%%,

AR R E R, EES—H LR, Bhargava®iRE, MR ARG
BABHMEABRERHEMNNEENE, FUYKBKEARMALIRARH . Singh
Racshuer H#R G . S-HHEBBRAREREMMNBESYDMEREMMA P338 AHHE
EHE. EEA, 1975 ELIRAT RARWRN, BEEEHRINIENE, 2K
KRBT, BART. WTHTEEENRALRNER, FABESHMA%RME
MAZEEED, T B RR L R R IHAC S180 LB REL 50
%, MBEREBEKREEYN/DERESTKEL 95~126 %. FIBF, FEFIMSHHERE
FIEIEH, SACKERATUUBIMPEA M DNA &R, RS 5 MetABmmeE, K4
0.025 mg/mL B AMEIZ= % 60.2 %, 0.1 mg/mL BAINEIER 71.5 %. BFEEEREE
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GRRN, HHETEEKEFEOENERUEARHEN, ETERAEFERE
REFERZFRL. AERROEHE, FURARS TAdmo)MIMEE, XF
REMTE R RPN R, FtR— A HREANRELPEERE tercalants .

1.4.2 AR ERL FHEA

1967 4F Ikekawa Tetsuro ZUR%E, MBLERT MG KALE B (Piricularia grisea)
FERBE(P oryzac), SORB(Glomerella cingulata)s 17 #EE. BERFPIHRKSFIE
T 4 39 BE R v I B M H W B W (Melampsora arctico Rostr) . ## £2 & & (Vaisa
Sordida). WFESEE (Diplodia thujae Westd). &M FAVER (Metampsora Larici-populing)
RRTFHER, RESKBRBER(Piricularia oryzae). FEER(Hypochnus Sasakii).
8 1& ¥ & A (Fusarium Vasinfectum) . % JU 8 | 5% (Fusarium Solami) . i F % 2R
(Phomopsis Vexans)F1%fi T 8 %% (Backerium Solanacegrum)i 22 (14 KB H 1 S A0 HIE
Fi. Funk D F PR G A@AMBLAE AREH0H. BREE. EEHHW. B
FHALER R, BKIE(107°-10% moVLYFMHIMER, 1EARR(10°10 " molL)H {2 fE
Fi. Ritveld w J*(1983)3% 5 4 kAR xT K358 5 SR H PRI A TR 4 B 7E B9 (107
3107 moVL)I B #MEI4E M, BRIKAE(107°~107° mol/L)MI I BAREER, HhLint
& B B % (Lonicera mackify , B # 2K 13 7 (Lespedeze cuneata) . % F i &
(Trilfoliumincarnatum) . BRI B\ K (Ainusglutinosa) R 4 Yy F (Elacagnus  umbellata) B 711
. WREFRAREYN, SKEMNFKaEHL. RENAEFON FUERERFE
B, MRAKENEASIER, HEHROM, AR RETHHBITRERE
15~30 RAELMEIER, BARKTEE M. RENAEKBEVTHEARZM.
R, SIBRERLEET ERNAR.

BHTHBEEZARY FHEFT - MRFHNAR, FTURRSARRAOSN A
&, THEMANRKAHDENBAERRBENFEHANBIERAEEEERX, BF
HTREBYM BB ROIE 7 E.
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2.1 MR EE

2.1.1 kP8

EEkRO R, BB ER BRI RERILLERKG; BREAT. BF
5, FEEL 40~60 BFFA.

FEE, XRAESHRT 2006 £ 4 AXRGBLAEERME, BN 4 CHEAK
E. 5 ATERL, £ 70 %ZEESEEEML, UFSOBRAITHERE [~ 186
.

HEXWR, RABATEERR, BREINNARBACHITREGELE D, B
BYOAFIMA LR 10 %EEKIRER Bt R R, FFRREEE, IR
BGH 2 %X HBPBEETHE S HH R8BI CSERENE LAY, BRA%RK
MERIRE, MEH™, RRURRLE, E4RIUR 12 MEEEREA.

WM BR (Sphaeropsis sapineq), MR LM EAATIXEETEN—HES, &
FEFFULBYEOHHR. BRFREREZILHFHR IEARYD TEATEEKK
F, BEH - 77AN, RE=IMX SHERTHRALR 50 77~60 7 hm™™, :

vt kSR (diternaria alternata (Fr.) Keissler), BEERIL. @ik, LS tXHH
FERFZ—. UAEREFELYE, NAFLEN, RABESRRYASESHHER
(BERE, 1986). XHREAHLESER T RANEHFH AL,

B 2 B 5% (Cytospora chrysosperma (pers.) Fr), REGWMBREXBERLE, EXE
SamERIL. A, LAFH. BHRSHEH (Populus spp.), PAR B #(Salix
matsudana) . ¥ (Ulmus pumila). % 3 (Castanes millissima). W& (Acer spp.). & (Morus
alba). ¥ K(Sambucus spp.)» AME(Hibiscus Syriacus). 1E#(CatalPa ovata)%. &2
M. i, ITEHRAEEBHAE RRE KR, FIBITEMN KB FBEng
wEmAED.

2.1.2 FBHHF

HPG400H A TS BH, WRKTABERTFRATRERAT: SANYO SUTOCL
AVE MLS-3020 &K &4#: OL-CI-IF ERRES THES.

22 LB HZE
2.21 XA WIH &

BBk IR BU K iE: BUBBERGIR BE 40~60 HHES 2.5 kg MATBE P, MA
95%M1 Z.B% 15000 mL, EEH K 1.6, BEIMA 6 h HE—K, ME 48 h. M EEBR
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BEBME, BHEREAERSRED, 45 CETRERECNRY, EHERLRE=
&Ko

ENSEAEME 2-1, R LRERY 30 g, A 600 mL EiBK, BHEERY 2
min, FRMERIMETHBEZR, 28R FPRIKA 3x200 mL FIH &, S0,
LR ZEEHITRER, EFEM=R, FHERREPSKHEREARBTEHAFRET
BIAMEE, HH. ZBZEAMKER®.

TZiRwmE 2-1 BFiw.

B
95 %2 BEARH. HTRE
BB ERE
R
i R K38
law#m
ASRE A 1 t
TR k#
t laﬁzmﬁm*
HERGRER l - L
awaﬁﬁmm mf
AR R RERE A

B 2-1 LA E S KRN

2.2.2 RN EG 3 R TEMERNL .

R, MAEMHRRRANRRRE. B REARRREEERTRE S s B
B, REBAGE, BABBRTY, BAFEmMSEnlhka. HEEREA
RFEFE R .

FE BESEHARXANAREMDE. BHEEHHH 4 RBARRKE K
F, 5 s BN, FRAGETREETE, BAEH TR R BIEET 05 R0
BEE. HERREARRY I,

ABRTRERTTE, ERRITHAER, FERITH. WHNLT, AEEM



FALHAL XF B ¥ 0iR

BIEMEE, EREMEEH, WHEARKL.

BB, — MUY 1 MR, SERELE 0 A, SL4RESR
K. HEAEELE 15 Rl SABEER3 K.

BB AN

o, FLHFE . _
}Etﬁm_—ﬁﬁﬂ%gﬁxm@/ 2—-1

o, RLEEFET-E - BRI
RIEFET- % /%= R &

x100% (2-2)

2.2.3 B RIEIHWEFERR
2231 BHFENHE

FHDHEREFEPDA?: XHOHE 200 g, HEE 20 g, /K 1000 mL, BfE
20 g; WML EEMDRETIR, /K 1000 mL &Z# 30 min, ASHAELZTHE, mK
A2 1000 mL, RISMEARMERE, Mt EEiietmit, BRAYATE, mESE
WEB=/AMEP, WBEEEE 121 CTFHEZRKE 20 min.
2232 ERANSE

(D BRI XKGRERR 0.5 cm ERTALBEEFREFNEESSEZT T HEEH
HED. RERAXKBRKAGHEMAHBNETHENREE (FELN—En FTAE
CRENS) BHIMEESEIREE, —MHEEREREE— R

(D) BBREEEHEORTARTEHD, BRANERERENER 72 b AR

Mt T .

G) ERACELTFEMOREPMABEEHEREEK, HESBH RSN E
%, ERTRBETIEHEERLKD, REBAANTEBEEZLE=AKRT, HEFTELAOR
FRBSS&ER, AXEEBHRKERE, HEERKERN 104~105 cfvmL, &H.
2.2.33 MEAFEEEEN

KHEORZERREFRAEBABEATR, FANRESE, 25MA 1| mL 8488 %, &
RiRAMS, LXERERTSKER T HEE 50 mgmL SR 1 cm BAKRE F
WESEEREL, SHRENYNEBERAESRSEFR LB —EHEEE 2 K, &
R 2 RES, WHTFHE, AFRAREGENNERES B A8, BROERE
BHFEAT, 28 CHFE2L NHMRETHNEE, HmosExgEe,
2234 ST ZE CEZEFAMEHM LR MIC ME

B 73 50 mL ZIEAE, BHERI 025 g R RMASE —ZiREP, MSmLA
N, SFEZELHBER AXEKEEZ 0 mL, HL 7XEMA 5 mL TEAK, A
BIXRN S mLARZEE 22X, BER, PRI S mL Z5 3 X, DUksE, 851
TREWE S mL#FX, 8—AEMA 15 mL 65 C PDA ¥5#&, BAERARBEEHD



2 EERoM AR WS TR T

RERHTEE. HEAMGRAEEZ EEFERESRRFIBEEATE. ABRE
WA 0.5 mL EEHSFHHREHHAESREATHREEFE L (S—REMNEHE
H 104 cfu), WA, FHFET 28 THF 72 h, NERLTHELEK. TLs
KEFE R, HREREEIHBEMERES, FERESEZRIESTRR.

Cfu: colony formine unit, BV&EREAL, HHEEN—EBNEMETRIEN R
TETE, EEARHEY SRR ——SBEREFR L, FERE, S 5HRRE
BT E%, ERRESRAFERPEFTESOEAM.

23 ZRS5HH

2.3.1 B PR ZBRIYFRESE
2.31.1 BEOHRAE ZERDYM BSBROMIER
F RO B Z B R B R HI IR R 0 S0, 10, 5. 1 F10.5 g/L MZh. THS
XA, WZ55d, WAFTHERLDE 2-1 FiR.
F2-1 HHROR R xR AR A AR A

HHIRE () SR AETR (L) /%

/gL 1d 2d 3d 4d 5d

i 1R 0 0 0 0 0
0.5 . 5.0 10.0 117 11.7 15.0
1 10.0 10.0 233 31.7 35.0
5 250 30.0 50.0 55.0 65.0
10 283 40.0 533 60.0 68.3
50 31.7 45.0 58.3 73.3 78.3

R | WTLLEE, BO 2 BRI R S SRR R e . 2R el >
3d, BRS¢/l B, FIRIFFE TS Z 8T 50 %.
AR B Z BRI S e RAE R R E TS B E TR 2-
2 F7R.
# 2.2 HBkOB B 3T SRR A0 f % AT P AL IE SR T — 2 IR S 1 4 A

Jill 4 8 18 (0)/d BUEW L~ iR FE P 77 B2 HXRER LCsy/ gL
3 L=0.106Inc/g-L™" +0.242 0.89 114
4 L=0.129Inc/g:L™" +0.279 0.94 5.5
5 L=0.137Inc/g-L”" +0.328 091 3.5

R 2-2ERERY, WAKEN 3. 4 M5 dot, BRFKESFH 114, 55 7035
g/L.

B Db B2 . MR T 3 5 25 S 2R 1F PR B RS IEJE =B — W25 1 [8) B A AT 2-
3B, SRR, HWHER 5. 10 7 50 gL 8, BIEREHE4r%%H 3.5, 3.1 F127
d.



RAuAl KR AR X

R 2-3 R B Z BRI RS I B AR A AR A R IR (ESE 1 R — 2 B () 5 4 5 o

SR BLEFE T — 25 b [A] HXR¥E ARt
() /gL Elsyp: R {(LTs) M
5 L=0.1241/d + 0.064 095 35
10 L=0.1294/d + 0.095 0.93 3.1
50 L=0.151¢d + 0.099 0.94 2.7

23.1.2 BB E ZHERN B ERNERER
Yo Bk B ZRE R B OISR FEBEE 2 50, 10, 5. 1 0 0.5 o/L %M. THGH
X, #255d, RERTHFRIE 24 Fiw.

R 2-4 GO xR F B ER

HHRE (o) EIROERT-E L%
/gL' 1d 2d 3d 4d 5d
38 0 0 0 0 0
0.5 0 133 133 18.3 20.0
1 50 15.0 183 21.7 25.0
10.0 20.0 23.3 333 35.0
10 13.3 25.0 25.0 51.7 53.3
50 15.0 25.0 28.3 53.3 61.7

R 2-4 WLLEN, B 2B SEREERRNEEHIEA. HANE
Z4d, HBIREZ10g/L N, FPHRIEFT-EDEEL 50 %.
BB B Z BRI R E B AR ER TR AR E RN 2-
5 B
F2-5 HHERB BRI SRR Y A AR IEFE TR — B IR ) o B

WRE (0 RIACE—BAREMASE  MEFMR  BUEFRECCo)/gL”
4 L=0.085Ine/g:L™" +0.236 0.90 22,6
5 L=0.095lnc/g L™’ +0.254 0.95 13.3

% 2-5 LREY, WANEN 4 d R 5 dH, BIEFRESEN 226 gL 81 133
glL.
BBk B Z BRI SRR T B R R F B T — 25 (ol B F1 M ik 2-
6 Fim.
%26 BLRI AR I TAR Y TR AORL I B — MR I 1 5B

ARyl BEWE—MWANBRNGTE #HXERR BN T
10 L'=0.109¢/d + 0.008 0.95 4.5
50 L =0.122t/d + 0.001 0.96 4.1

F2-6 ERERY, HBKEN10gL AS0g/L K, BIPR 45K 454 F4.1d.
HEE 2-1 R 24, HRKESHEZ BIIYMER, ZHHR L Z BB S
ERMOMAERBRTSEER. '
2313 BEumME ZBIRRYHH RRROMRAMER
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2 BHRR R E YIS RIBI A

Pk 2 2B B A SR IKR EERR % 50, 10, 5. 1 F1 05 gL BI%5M. TR
X, By sd, RBFTREAWE 2-7 Fix.
#2-7 BrHeRc T H SRR A R fE

HBIRIE FHRIETET-E (L) /%
(e) /gL’ 1d 2d 3d 4d 5d
PErd 0 0 0 0 0
0.5 0 0 133 16.7 20.0
1 33 6.7 16.7 233 333
5 33 6.7 26.7 433 433
10 6.7 16.7 36.7 53.3 56.7
50 13.3 26.7 400 53.3 70.0

& 2-7 WELEN, SEoR BRI H ERRABERMERER. E2e
6] =4d, HWKE=10g/L &, FHRIEFLTEERIT 50 %.

RO . Z BRI H B ROR A ME MR E R B — AR EFh R
2-8 7R, _
#2-8  BBbH gt RO R A AORL EFE T — W 25K T & S
MZNE (0 /[ KERCE—BAREFATE  RAXARE  BUFRE (LCy) /gL

4 L=0.088Inc/g-L™ +0.255 0.892 16.3
5 L=0.105Inc/gL”" +0.297 0.975 6.9
& 2-8 SRR, MY 4d M5 4R, BRPKESHH 163 gL 1 6.9

g/L.
B He ik B Z BER U H AL R 1R A 0 EFE - B —Ha 25 Re Rl Sy Ay drimE
2-9 Fir.
20 HERO R H B B A 1 I AR I SE TR — M B ) 7 A AR

R Bl AT — 2 BT [R) HXFRH et
(e) /gL . PR E (R (LTs) M
10 L=0.127#d - 0.033 0.97 42
50 L =0.138¢d - 0.006 0.99 3.7

R2IOERRH, ZWKEH 10gL M50 gL B, BILFHFHIR42dF3.7d.
2.3.1.4 BZHBAEZERDYHHEERNBEER
BB R BRI SRS 50, 10, 5. 1 M 05 gL HIZHK. EHS
M, W S5d, RBRECHRER 2-10 Fir.
#£2-10  HBcRom B W RaR A H B4R

iR FHRILTE (L) /%
() /gL’ 1d 2d 3d 4d 5d
] 0 0 0 0 0

0.5 0 3.3 16.7 183 233

1 0 6.7 20.0 23.3 40.0

5 3.3 10.0 233 333 46.7

10 10.0 233 26.7 50.0 56.7

50 16.7 333 33.3 53.3 66.7

BFE 2-10 ATLLE Y, ZHtH R 2R HERBERBEMNEEER. BH
B E)>4 d, ZHHIRE>10 g/L &, FEBIERT-ZHHT 50 %.
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FRABMAk K2R L2418 3

BELE B Z BRI RS SR ER T E—EARER s
2-11 Bi7R.
R 2-11 BB ST H R R SR E TR — AR E R a4

HEZiEf1A] RIEFTE—HHRE HXRE PP E
)y M Lspg (R) (LCs) /gL
4 L=0.082Inc/g-L™" +0.240 0.92 24.1
5 L =0.087Inc/g-L"" +0.343 0.94 6.1
®2-11 £RRA, WAERN 4d RS A, BIRRPKESBN 241 gL # 6.1
g/L. .
B RO B Z BRI IR H BAR B SRR IE R T 2Rz H & H iR
2-12 FroR.
®2-12  EBLRE B H B BORE B R E T R A A&
BRE B LT R — AR A HXR%K Bt et
(c) /gL”! EA7TE @® (LTs) M
10 L=0.116¢/d - 0.013 0.95 4.4
50 L=0.127¢d +0.022 0.96 3.3
F 212 4RR, HWIKERN 10 g/L M50 gL B, BICHET D514 44 d 738
da
EEER 2-7 fF 2-10, Pk BE sl iiZa s I S9AR R BT, Ak B Z BRI H
BRI AERANERIERLEEER.
2.3.2 A MERHE A REN

RIS g AMBEERUHIRE, MA S5 mL WM. 2 mL HiE 80 MO BHHEK, B
HIEME, AHRMKERE 100 mL, HEH 50 gL WEHK, N—CEMFARBERRN
W, LS50 yL MIAE/KIEEANE, FRFRENERRMARERNEREH.
23.21 GHEENENESENMIMER

£ T R X IR O 52 S A A R AE R IR 2-13 B

# 2-13 f i BV SRR AR AR

R RIEFETE (L) /%
(e) fgL” 1d 2d 3d 4d 5d 6d 7d
Xt 0 0 0 0 0 0 0
10 22.73 34.88 34.88 35.71 40.48 46.34 45
30 25 39.53 48.84 47.62 52.38 58.54 57.5

50 27.27 39.53 48.84 54.76 57.14 63.41 62.5
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2 GPER M B SR YA (R

EIRIEFT#/ % |
BB &8 & 28 A

—
=]

<
(=] -——
™

|

E
-~

t

i
c\ -
e L

i 25 &Y (1 /d
—o—10gL —o—30gL A S0gL
2-2 FihEEACHUH 3T SR SR A AR 1R
B 22 F1K 2-13 ATLAE Y, MEERZARNENEK, SEROTHORTER-EHLE
LA#ES, BEAEAEHEN, BERREEE TR, XiHEA MBZERE S
BERAAREAYR, ERAE -ANEHRALRK, BEEE=K, HE=MHRRK
EH BN, FHRFRTEDHHIET 34.88 %. 48.84 %F 48.84 %, WO &
ERARH SRR ER, ERENFHBRREREFNRR. B4, HERETLLE
i, AEREERHR R A R BR I ATR .
2322 HRBZENEMESHNEZER )
A MBS RER SR FA N B SR Ik 2-14 FE 23 Fiw.
& 2-14 A7 hBESCHUARRT SEM A 1 1R

BRE BIEHEE (D) /%
(¢) /gL 1d 2d 3d 4d 5d 6d 7d
> 0 0 0 0 0 0 0
10 225 27.5 30 32.5 35 375 40
30 0 0.25 5 15 7.5 125 25
50 0 7.5 12.5 17.5 25 32.5 37.5

HE 23 WLAE S, MERAMEMNMK, Z£HE82 EAEd, HEA#EE
RENBR, WHRHELR, BH=RTRRESHEEANET, PHRERTESH
A 40 %. 25 %. 375 %, FHARBBERANEENNE SEAEENARERS
B. A%, HERITUEL, AHMERANRBMEFTRMBMKERATR
B: ERAEE—K, # 10 gL HRAEANRTLHRIFIRCES 22.5 %, TH 30 gL
A 50 o/L MR R F PR IER T RSN 0, AR EIINEK, ZRMEEE
BEH, SHTRRETREIKERKNARRROM A SRBK, ERTFEETR
B, Fran AR, kRN RED, B ELRIET £ R TE
&, FELB PRI ER AR S, BT &M AT, B

13-



RIEHA KB L83

MR R RESHIRTE, ENWB T M A RS EHREATRLE .

50
&
{gi- 40
a9 |
e 30
o0 |
&
& 10
B- 0 . L

0 2 4 6 8
1 25 wt fa) /d
—A— 10g/L —e—30g/L —¥%— 50g/L
) 2-3 FihEE AT S AR S AR
2.3.3 MTERHE R RTEN

2331 EFERANRSHMAOMRER
FATZEDUAER S AR ER K 2-15 FE 24 Bk,
# 2-15 FAFZERUAR X S TR O A AR AT 1Y

DR FHRIERTE (L) /%
(c) /gL 1d 2d 3d 4d 5d 6d 7d
X 0 0 0 0 0 0 0
10 15.9 13.95 18.6 16.67 19.05 17.07 20
30 9.09 13.95 30.23 38.1 40.48 439 45
50 9.09 48.84 58.14 57.14 66.67 68.29 67.5
X
0 .
Lo,
W
150 -
R 40
B % |
S
e -
10 ;
0 ‘,_ . [PV —
0 1 2 6 7 3

3 4 5
M %5 wh 8 /d
—— 10gL —8—30g/L —A— S0g/L

24 FOEREX SRR AT AR

-14-



2 BHEEERDYEDIEENHA

i 2-15 FIE 24 OTLAE S, B=FFRARENGRERNRT, EHEEE=X -
TR EFET- RS8R 18.6 % 30.23 %. 58.14 %, 7EBE/ERIJLA P IRHE KIEE A4
X, RARMEBARNSEEMAMAER, EEMHARTERHE, F5raBRETLL
B, FOHERSER SN R HRE KRS .
2.3.3.2 SEREARSRNERER

EHEDUEX SRR E BEA X 2-16 A 2-5 FiR.

# 2-16 FOVEEER SRR Y TAEH

BRIk FHRICHEE (L) /%

() /g™ 1d 2d 3d 4d 5d 6d 7d
bopi] 0 0 0o . 0 0 0 0
10 10 12.5 12.5 15 15 15 15
50 5 12.5 15 17.5 17.5 2.5 22.5

25

20
s
1115 - L i
R
=
10
Y
a- i

s L}

0 . 1 . P I,

0 1 2 3 4 5 6 7 8
W7t E /d
—& 10g/L —%—50g/L

B 2-5 SEAHFHAEPREEEAH RER

mFE 2-16 Ml 2-5 TTLAE W, RBEEMERERIEK, ZAMEHE LAES, BE
BEALR, BHARARREGRNORT, FHRIERTELH N 15 %H 225 %, &
RHRNERANERRNBERRANAE. ASdBERETUFY, ERAFE—
R, ¥ 10 gL HEERGRTFEHRERTER 10 %, T8 S0g/L HBfEHNRTF
BIREFETR R 5 %, FEMAREREK, %50 gL HRIERANRTFREATEZHEM
R, BETREBEKERRMABRBMH A SKREKR, FRFFLETRENER
#, RN RY, i TREARTHERD, UG/ LR TR R TEIE,
LR TR ABIKERXOZERENAN ), ®ETFHEHENDRD. BREEFHAR
HE TR SIIRIE, ATLLEZ 5 BB RE MR R TR EFR TR .

234 ZHZEENHERHFME
2341 ZHCEERANEEROMRER

-15-



FRALH AL KB 2R3

LM Z B RO SR SR A Rl R R F R 2-17 FE 2-6 BT7m.
® 217 ZMZERRURR SRR EA

R FIBIERTE (L) (%
(c) /gL 1d 2d 3d . 4d 5d 6d 7d
ol 0 0 0 0 0 0 0
10 9.09 11.63 20.93 21.43 21.43 21.95 20
30 3078 . 3121 48.84 52.38 54.76 65.85 70
50 63.64 72.09 76.74 80.95 80.95 80.49 80
100
ar
% 8 ‘/k*’h—i—i—‘
g o |
5 w0
F 20 PR o e S
0 —— —— i —— - - L U -
0 2 4 6 8
B 25 w1 /d
——10g/L —-30g/L —A—50g/L

2-6 ZMZBEEEHUH X S a0 AR 4R

i 2-17 A1 2-6 TTLAFH, BHELMAIMNMK, SEROTHRERTENE
EAEs, FEARE=X, BEFRMKIFETEDHCIESH 2093 %. 48.84 %. 76.74
%, SEERMHREARKOER, 57U LN Z 8 2, NERETUHE X 25 240 A9 i 3% FE L3
R, BHEEEZRATURRERK, BHEERRETLEE, ZMZEEDENRRK

REHRREMATRS, BRAEERETUMTMRULNERRAE.
2342 ZMZEEZEDHRMREENEHER

ZMOBEEPARN F RN E REANE 2-18 1l 2.7 fir. ERES, #HE 10
g/L 520 g/L AMMBERERAB=RARARE, ERAEHELCREERTEN T
A5 %H 2.5 %, #®ik 50 AWHBERMEIRLGEELR, RERTEHENA 15

%, WALBCBREDAINFEME BERRS LE18.

& 2-18 ZMRCRER MR SR LRI B A H

IR FHRIESTE (L) /%

(o) /gL’ Id 2d 3d 4d 5d 6d 7d
X # 0 0 0 0 0 0 0
10 0 0 0 2.5 5 5 5
20 0 0 0 2.5 2.5 25 2.5
50 2.5 5 5 -5 5 12.5 E

-16-



2 BB R WA

—
(=2}

14
a_
g 127
410
6
2,
2|
o' .
0 8
W% at M /d
—B—10g/L ~&—20g/L —%— 50g/L
M 2-7 28 ZREFE RO SR S B B
2.3.5 kR HFH
2351 kit BEE MRl
TKAHST % SR B kR fE A IR 2-19 0B 2-8 B,
F 2-19 /KA xR Sk ik 45

kAL ’ IR EWT-2 (L) /%

() /gL 1d 2d 3d 4d 5d 6d 7d
bafid 0 0 0 0 0 0 0
10 0 0 11.63 14.29 19.05 17.07 17.5
30 0 13.95 27.91 30.95 10.48 41.46 45
50 13.64 371.21 53.49 66.67 66.67 70.73 75

80
e 70§
5 60
Eso i
g 40 -
&30 -
§ 20
10 +
0 - ’
0 2 4 6 8

T2t 1E) /d
——30g/L —=— 10g/1. —a—50g/L
B 2-8 ACHIR T dEak b R AE P
HE 2-19 MIE 2-8 fLAEH, FEEBARBAEK, FHEROPHRTFRTRIEE
LABES, BABENR, RFREFRTESHHN 14.29 %. 30.95 %. 66.67 %, 5
BLRMEAERK, KHEXMEERABAEANRERAE 4 RARAHK. BFE

17~



RICHAL CEH R0

EFET- MBI KK,
2.3.5.2 KiENBRBRNBHERD
KA SRR AN B AR R fnk 2-20 FE 2-9 FiR.
EHWZERINR, #50yL HRAESMC ERTERTR, HAKARRYEER
RESEE-EREAE, BRI, KN ESRASREARETHE.
220 JKHERT SRR A B EEAE A

ki tdi THARERTE (L) /%

gL 1d 2d 3d 4d 5d 6d 7d
XM 0 0 0 0 0 0 0
1 0 2.5 2.5 5 5 7.5 7.5
10 25 5 5 5 .5 5 75
20 25 2.5 25 2.5 2.5 2.5 2.5
30 2.5 7.5 10 10 10 125 15
50 0 0 2.5 2.5 7.5 12.5 12,5

14 |
§ 12 ¢
ﬁw-
it |
=3 6
B 4

2 L

0 n

0 2 4 6 1
6 25 04 () /d
——10g/L —©—30g/L —h—50g/L
2.9 KEMNSEHRRAEEENR
2.36 B EEYE

HIEE FER I T 2H0RH & Z BRI R LA e, SENE. 282
BB BRAKMMN ARSI, BT REHR. B =kl ms & Bk A

HItER, HeBuEk 2-21 Bir. )
# 221 EHRR BRI 4

— IR
s 7 A oA AT K
R S 5 = & 5
Ff R = 5 ¥ 5 5
O - & % 1 17
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2 BB R iR B

BBk B R 2B Z R U = FR B SR EIER, ZBRIUAKE
AR EE EER, AMSEREX =RAESREMNGHER ., RN
B 2. M ZBE R BUMT R B oW L S iR HE Ry R SR 4y, 2N X PR A X B AR i
Tt — 3 0 5 B R E LA S DR LMt SE P B IR SE R . BLR BLAR A RS X 24 H RO 4K
AR, RERMEBAXEREMSER, BT UM 8 T LAES —RE i
M, FUEHSBELIED, AURBYBASRTHEYEE. @ 2-10 AE 2-11 AR
{HEEDARFR 288 Z B B i RS m A AR B .

8 2-10 \AHFERA P 2-11 Z B ZREZK A

23.7 R RENERE (MIC)

Wit —fERBERHIK 12.5 mg/mL. 6.25 mg/mL. 3.125 mg/mL. 1.563 mg/mL.
0.782 mg/mL. 0.391 mg/mL RFIHKE AR AEDNMNZMZEEIHE, REMEXTHH
MRS S RAR IR E, &RWE 2-12 78 2-13 Firw.

-
b e

L 8
IS

B 2-12 WATEBUR R 501K M 2-13 ZRZEFEHAR R 5 MEER



bk KR 2R X

- B 2-12 7 2-13 LA H AR ZMI XIS RENMIREE RS
NUMAEFEFELER, FUXEANEBARR R N R EIRE BN %28
EMAERNNMRGRRE 3.125 mgmL, BEETIAGREEEENMAEPHLE
KiEAmE 2-14 M 2-15 TR, HOHERHELERKR /D, RHABEETS, K
P E 2B 2 BERURR B S ME R

24 XF/Ng

(1) BHBBE 95 %Z BRI FRHRARANTEEAAMIER, Bk
EABTEREM. BANR=3 d, HRKE=S gL W, MR ERESRERTEH
i 50 %. FEZRTA)=4 d, ZEKE =10 gL B, BEEHFHRTFRTZHT 50 %.
BB B 95 %Z BRI H BRI A BB SERANRRER, MRERM
BEFRALEEER. BANE=4d, HBIRE=10 gL i, MAERANBHERTEY
RIFFE T BT 50 %.

(2) EHRERAmBEERAE. SOERM. ZBZEREDGE. KHAFHBSHE
RSy, MEERBE-—EMEAMEA, FAHRFMEHE. TEXHAIMAERANER
BEATEEFEAMNR, MAEHAGAER, E=RARSHRIHE, TEHEERDE
E-FEZFEKHNE. BEEFRRENSK, MAERNRESME, BEEERANER
AREREGME, FHRMSMEE, XEEAARERFEETERYE, SHERE
PRERLHERAGRR SHRKETRRTHAXE,

(3) Bt RN LM ZBERHEN AR R, ETFRERR. BBt
MR=MREREWHER, ZEREIDRKEBICHHMHERESHER, Ak
ERARXN = MR EREEMSHER, AR DEIRAR Z 8 Z B D8 £ 8 Bk B2
HEERSHEERAS: BT RRYRNIERNES, RERGBENSRE N
R, BT AR BT e — R B R R, UM EERS, Auiiis
AN REFEWEN: KTEDZRZEETEMERTHRENRENEKREDE

-20-



2 BB B R AL AT AL

3.125 mg/mL, FHFERHENZRZEEIRAHFTRITFHIIVETR .

-21-



FAepdk REBEEH R

3 BB REBERS TR

T ST EBARR 2B Z B RAR SR RSN, RESSTHEREA
%, FUAHREEIEHERITEERTHSH . BTREE ERALERBRETIE
B H, RERA GC-MS BEES M EHEMHM L8 2B EE T HEHER
4, A TLC ENEBBMEE (HPLC) HREAGEDHEMZM ZEEIANT B %
¥, 3 RF HPLC &8 e oo B2+ St ma & .

34 FEMUFSEHA

LC-2000 ZRBH G 4. %E Agilent 2547 6890N-5973 inert GC-MS. ##K
2 EHMES O 10x5x10 cm 1 20x10x20 cm EHTHL. 20 L A EHEHER . BHEHIF
L. GF254 £ FEHREER. LB AMS A4,

3.2 XRHZE

3.21 LE S FAHT

ZM OB F RS VTR RE: F 0.5x100 mm KB LHBHEECHH
MR ERERR LA, 7 10x5x10 cm BHEIPRE Y WlE=2:1 KREFATES
BRI, XS A AL Sl D4 U4 ) 2 BT,

ZB BB R OB BE: BN TEER £, THREWED
EHIFaZ B,

3.2.2 GC-MS £

AL DB-17MS MEAEAEE, HK 30 m, A% 025 mm, BE 025
pm. SAEBRE 260 C, EAHAS, HRE | ml/min, HFRE 1 uL 2R 30:1.
ARHBERE R 60 'C, LA 20 C/min FHEZE 200 'C, FFLLS C/min FHEZ 280 C, #H S
min. GC-MS #O®E 290 C,

Fik &t REREIRTHR 70eV, BFHERE 230 C. ARKEH: 15-260 amu
(RFREHRAD.

323TLC 4%
3231 RERANES
REUAFERE 02 g B F 3 mL FEP, EHREHN—EKERIER.
3.2.3.2 GF254 MR R0 HH
KRR SEEKURRL S 113 AEETF—EF, #89ERSREETR
FMIKIER E TR . RSE 100 TTFiEH Lh. BUE, BATESETEH.
3233 ik# TLC BRFFAINERR

-22-



3 B s st A

Al 4X20 cm HIRERS R HRAE 20X 10X 20 cm RATRLFFR AR ERIF AL,
3234 TLC B RFA{SE 5 R HPLC 94

RIF: FH 20 ul BLEEEIREE 20x20 cm MEERKEER £ 8 300 ul, FEFRREREE
B 1.5cm b — &£, ABITRIEF, EFR—RELRITHMRRFHES.

BRALEE. B SHBREEERFHERE Rf ENEFRERES, FNFEREER
EHERNP RS, #E 10 2%, ABERNEEENS TLC 4B EHA4E
4y, SOEDAEMZBEBEERAES>BEERBHS> S RERS A FB.

HPLC 4+#7: A 045 pm GI9EFLEEERT 28 /5 81T HPLC 4047, &fH0: CI8W 4.6
mm$x25¢ mm KYA TECH, Fizh SR, BRKK 250 nm; #E 6.5 mL/min; H&EN
EifR: EFESuL.

3.2.4 BB P ESIRI BN E

Pm A RN E T ERARIERGIEE ML) @,

Bk &L C-8 RAMABIEH,; FzHE: 56 %EEAFRE 44 %EHK (HRIEpH (E
FE3.5); BIMEK 250 nm; HF 0.5mL/min; HEATE: HFEE 10uL.

WA R PR T B 0.625. 1.25. 2.50. 3.75 F1 5.00 pg/mL. #+HIEL 10
pL AR AR REERE 5 0K, MM EAR, BUFHME. WHAREI 2 g BBbRoER, LIDE
HEEW, APRBERERE. BRRIGEAESHRIGERIE®, 4328, &
R, ZTRIGE, FAPES 3 KEWERY, €5FT 10 mL. #HHFEA 045 pm %
FLEBRIT 8.+ aA Bk MR AT A v W O I T8 T VAT e B S e TR

BRRDUEEMS A RIEBEAR (mL) SESRELL (g) Kk 101, % 50°C BiE
HRR 3K, BRKRIE L. ZERERRENESFRIEMILERSEEARNE.

3.3 ZERESH

331 LERSPAMIER

(1) BYRAEER. E—EFFNELFEREKR L% 2 %= %kZBERE 2
Y%HEBAHKEBNESRESH, HER LHBABARA, SREFEMEIMZEE
BARF & B REFEA.

(2) AHM. B—T % pH AK, AFERERBHET pH KL, 44 pH E
ES5~620h, LREREME LMIEBEERHEPITRETENR.

(3) WAL, ZFhBERR: SEXARTERL, Bl 1 %=WHEZHE
W, ERAEEREGCHES, EEM EKY 365 nm) TRE, FEENRFER
k: BE-EENAR. BNAM I mL, MAEERER, BMAKSER2~3%H, LHRE
BARNBEFEREBHSHSE, 2 min REBETAHERE. BNE: H—EBEREFNE8
FEMERETEMITRE, JRESEORE, RILHMEE 1 %=-FLkPHER,
BERMITRE, HAREME. SRETEME B IBRERHATEEHRANEXY
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FAcHAk XFR 2R Y

B

4) BEREHRE., WHER, HRAE ! oL, A 1 %EELHEE. BEE
BAE: WRAR, HRESTEAR L, BTE, W 12 %WRKEE BEL
HRRRRAM; Bivk H—BHFNELARHER, ¥ 2 %EK, 7 9 CH
AP 2 min, REFERN. FREFENE ZBRZHBEEFHTAEHERELR
%,

(5) . E—EHFHELHERRR EMAELEEFERNGE, Bk L
WRFEEK A, EREHH M ZBRAT S HERMEYA.

(6) . BEEE. HHER, BEABBTALFEFEERL, BTHE, &H
ATHE, RARZIAHE, BFEM TTERRFRARE, WA 1 %HEMLFAFR
B, R BATE, E—BHITFOSL A EEER EREHACHIN 1| mol L &2
BRFRERS | mol L' AN PFRARNSRESH, BT, AU 1 %=HI&E
B, 7E 80 CHAET M 2 min, KA LTRECKE. ZRETEWNRIMIEX
REFEEAR. FIE.

3.32GC-MS &R o
3.3.2.1 SOEREK GC-MS i
PEEGENAMEETREIEDE 3-1 fir, ®AEDABLER S HTHRIARE
GC-MS EXRIFTfmisE REIEERE, FEREERNBASHIAL 13 B LER
-1, e EBXARIAE—KETE, 13 &Y HOEBUHIKN 94.04 %, H
ERRE | B EATEBUEN 36.65 %: BEK 2 ERARERCGHR 12.83 %: ME 2P L
HAOTZEBAEN 1023 %: BHEE 2 5 "ARERAER 9.02 %: B2 3 B EERAEN
7.38 %; BEK | MG EOTEDIHRYT 6.68 %; R | F 5 ST ZEIUARAT 5.83 %: B 1 R
SRGEIAE 542 %; FEEHEEEKHENATSRERKOLEDR S-28-14-
FER, SEGEDAEM 36.65%, HoFEHRREWHE 3-2 Firx.

16. 78

20. 30

e
.00 8.00 RH.00 10.00 12Z. 00 14. 00 186. 00 18. 00 20. 00 22, 00 24. 00 26. 00

B 3-1 EAHEBAN B FAGE
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31 RUERALERTEESR

REe  EXS st HME AR

F
g tanah f@/min __ FHE B% K%
1 4BE4-PE-2- 520 116  CHpO:  6.61 72

2-Pentanone, 4-hydroxy-4-methyi-
2 2,3-Z2%JF%kn Benzofuran, 2,3-dihydro- 12.69 120 CHs0 583 80

3 FHFEE G-PEESREFEPE) Vanillin 12.90 152 CiHgOs 537 95

4 2-PEHE 4.-ZREER 14.14 150 CoHye0;  3.55 86
2-Methoxy-4-vinylphernol

5 4(4-RBE2-TH 14.32 164  CiHiz0;  3.62 75
4-(4-hydroxypheny!)-2-Butanone,

6 5-BE-14-4K 15.77 174 CioHeO:  36.65 9%
5-hydroxy-1,4-Naphthalenedione,

T AREIFEEEZE 16.35 182 CoH1604 2.51 88
4-hydroxy-3-methoxy-Benzeneacetic acid,

8§ HEQREI.ZEE-FH)E 16.54 182  CHi0; 542 78
Methyl-(2-hydoxy-3-ethoxy-benzyl) ether

9 4RE2-PEHEAHE 16.77 178 CiHpO; 746 92
4-Hydroxy-2-methoxycinnamaldehyde

10 4((IE)-3-BE |-NEE)-2-FREES 18.30 180 CipHO; 186 %0
4-((1E)-3-Hydroxy-1-propenyl)-2-
methoxyphenol

11 WihMZ.% Linoleic acid ethyl ester 20.29 308  CpHypO,  6.68 9

12 9,02+ )\_HEK 20.48 280  CiH3nO; 651 %

9,12-Octadecadienoic acid (Z,Z)-
13 %8 2,2-FTHRE-6- (1,L1-—HZE) - 2618 340 CuHuO, 197 9%
4- PR I8
Phenol,2,2"-methylenebis[6-(1,1-
dimethylethyl)-4-methyl-

RS, 5-BE- 1458, BLANE RYSGREVIENEHYHE, EEE£E
R—HREFEHABNNREY, ARAREREHEHEXH REFNEAHES, &
AR E A H AR T iR AT BT L.

174
OH O
o 118
92 {
5 146
LA U O ¥ JL dhesll e Mmoo | e e ]
20 40 60 80 100 120 140 160 180

miz

B 32 5-BE-14-XEMFEIEE



FAbAAE KR L S0

3.3.2.2 ZMZEEFERHEMN GC-MS 9#
33 AMBE OB ZEERBNEETHREAESR.

—_—

!
\ i
\. i
g b W&,ﬁ/\m}'\yrk‘w ‘\j \‘L[E)\MI\‘\NLM A

4. oo e, oo 8. 00 10. 00 12 00 14.00  16. 00 18,00 20, 00

H33 ZMIBEDHENLETHES
LB BRI AR ARARIE GC-MS BT RS REIEERE, #5
WAEE ESRAERIAL 14 BiSRER 32, e ERXAEERA—ILEHT
H.
% 3-2 L ZBENBOL TR A

52 HEWEK 1231 HWa %X M o A8
g it [&] FHE TR/ E%
/min %

1 4aRE4FE2. R 8.36 116 CHpOo, 398 70
2-Pentanone, 4-hydroxy-4-methyl- .

2 23-TE RS 8.96 120 CsH:0 1.12 70
Benzofuran, 2,3-dihydro-

3023 JF3,5-HE-6-FE4H-BE4-F 9.35 144  CHgO, 178 53
4H-Pyran-4-one, 2,3-dihydro-3,5-dihydroxy-
6-methyl-

4 S-PREE-2-BEmERE 10.17 126 CeHeO;  4.96 94
2-Furancarboxaldehyde, 5-(hydroxymethyl)-

5 2,6-_FHH R Phenol, 2,6-dimethoxy- 11.33 154 CsHigO3  2.59 96

6 35- ¥ 3,5-Dihydroxytoluene 11.53 124 C;H:O, 1.07 95

7 1,23-%-F 1,2,3-Benzenetriol 11.63 126 CsHgOs 4231 95

8 S5-PBE.14-Z8 13.45 174 CioHeOs  12.33 98
1,4-Naphthalenedione, 5-hydroxy-

9 D-W{%ﬁ D-Allose 14.06 180 CﬁleOﬁ 3.24 90

10 34- 367 BR-1QH)-%¥ 14.32 178  CioHipO;  3.94 72
1{2H)-Naphthalenone, 3,4-dihydro-6,7-
dihydroxy=

N 4BE2FEENER 14.59 178 CuHys 375 94

4-Hydroxy-2-methoxycinnamaldehyde
12 7-BBE X1 -PU S 24/ 7-Methoxy-1-tetralone 15.81 176 CuHpO; 1126 84
13 1,5-285__B} 1,5-Naphthalenediol 16.85 160 CiHsO; 1.13 95
14 SFE-2.FEE-14-28 16.98 204 CyHsO4 1.15 94
1,4-Naphthalenedione, 8-hydroxy-2-methoxy-

BRI B 2 M Z B P 4 BRI 14 F{L &Y, & ZMZ B 94.61 %
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3 ECHERkB BTG AL B 5T

RAm 4 F 5 28 2B BUHRY 47.1 %; KI2E 4 # 5 2B ZBeXEHUHMI 2096 %; 2%
BRK 2 MG 2 MO EEREHUARRT 13.48 %: M2 HEZMIEERURHK 871 %; BRI
o 2B Z REZEEUAH Y 3.24 Y%: KM 1 By Z 88 ZBEREUAHAY 1.12 %. B Z M8 ZBE
XD EBEAMLESYHIN 1,23- (=8, 5-BE-14-EBA 7-F8%E-1-NAE
M, 5458014 4231, 1233 #1126 %, 123-X=8, 7-FERX-1-NEEWMYT T4
HAREWE 34 FE 3-5 FiR.

126

OH
HO OH

52 108

97
39

3 142 154 167 182 %3
26 40 60 80 100 20 140 150 180 200 220 240

34 123-X=MAIEH

HsC 120

80 148
7
19 B 8% N X138 || 199167

10°20 30 40 506 60 70 80 90 100 110 120 130 140 150 160 170 180

B35 7-RREL--NALAEAEN

333TLC #ES5#HN

3.3.3.1 EETLC R FUMESR
SRGERIRIMEENHEERITTAAEG:NE =21, AHENEEERET

FREL AW =8:1, ENEFERNE 3-6 Fix. DEHER E@HALTE T EiLH

J&, SHMERREMIE Rf EMASZTAAREGS, SHRERASEEEN ], iEHk
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Rf=0.857

o1

FACHR AL K F B A4 1
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® 6 ®& 0O
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e

|_» Re0.897 w_

Wtk ERHE

EBLEA L
B 3-6 J{H A Z M ZREAHURE TLC REIT AR

3.33.2 TLC HEFBAMH HPLC 547
TLC 4B F AT 845 BN 6 HPLC AHi 4 REFTR, it el bl

{REIHTE] t=6.645 BHSE A F1 B A — SRR 4RI HPLC 6, 36 E 0% E R Sokeg,

LREY, SN AR B THEEAY,

T~ Rf=0.857

&

™~
@

ZM LB

3484988088

el
pEpiss

130 cman

b ciROmiann

o
| 7emcm0ne

5
L3

Sraecuzscsce

18 3-7 kAR ERAE S, HPLC B
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B 3-7 WARRHUAMIA S A 8 HPLC %5 ¥ 3-8 ZM R B ¥ HPLC i%E

3.34 ZEEPHRMES R

SIBRERARE IR SR R 3-3. RESRIA 13 min. KRB HERBERE o, 5%
R A BIKERN ¢=7.185x107°4, EHHEE% 0~5.00 pg/mL, EHMEXEH r = 0.999,
MBS ER A M 2P B IR AR, B LR R AR R, 3
RBGL B IR HE S AR S BINK 34 FiR.

£33 MR A KR

w5 AHEBLRSE / (ug-mL™") W 4
No. juglone conc. peak area
1 0 0
2 0.625 36.9
3 1.25 175.6
4 2.50 345.5
5 3.75 525.5
6 5.00 694.0
£34 3HARRERZBEIRKELAERSE
BRI extracting methods AB# E ultrasonic % ¥ common K K reflux
HIBEAR 5 & Juglone / % 0.001 31 0.001 26 0.001 1t

& 34 ATLLEH, HEFEFREREBINARRS BB TERRDGE MEA
RUEAIMPSRESRIBTRRENE. BERRIERBEEKER, ARESY
BYETEARIGE, MHARNESINARESRNETRRENE.

3.4 AB|/NG

(1) RS BRM 2 B ZBEBROR #THR, SRERZMZE

ERART T EMINEA . R|K. AR, NEAEER, TRIENR, TIER

.29



FRALAAE X H L F 4018

EHRE, GC-MSEAHLEMALKT 14 MbEY, HZMIBEEDHEE 94.61 %,
SEBAMLESYN 123- 558, S-BE14-ZE8M 7-FEE-1-WEEHE, SE45
204231 % 1233 %. 11.26 %; GC-MS BRI HT¥EHIAE SR EUES T 13 ik
&Y, SEGERHEE 94.04 %, SEEXKMUEYELE 5-BE-14-F8, SREENH
1 36.65 %.

(2) TLC #B—HPLC RS EART N LR ZEENETREH LYHH
MR ANE: AEFHEN. ¥REBNAER KRN &R HROR 5 75k
B, RNBEXNMIUTAEBERRE > FREIE > RREHE, ZHRBTEN
BRI PR TE R P IS BKIK 4 0.001 31 %. 0.001 26 %. 0.001 11 %.



4 BB B AR IRIR

4 H AR B P A HEER RY 4R Y

B R B B P R AR S R T T S R R R P S B R
KMNEHYHR, RHETRHNRE (-82E-1, +8®R) RANEHEEK (Juglans
mandshurica) PRENS B MK —MEREFERY R, RBNHMEAROERFTUE
BERAGAEA R, AEMrER . BRI . MRS, U RBRRERT
MEER, FIRTXIKRERER. BOUR. BIEMER. ANEHR. MTRSURNMNT
BERALMAKBEAENNGER. 5, ShRCRS RN EEVNERE
. RILIREFHLBERS,

AR SR AEWEY, FREEENRKLEFEHEFE ZNNAGR, B8
FRERTHABRRRICT EAHE, 3 AR SIS B E X 5K ™RGS
o, ARG EERE RS BN, BRRRAR, BRETARSR, BiAeME
B, FEATRFLAECRME IR, MHARRER L ZMETERTRAREN LN
EXE. BRFTE 1885 4 Bernchen 1 Semper SLHHE T AKBHILH, Ext#IPkMILE
MYBYE R FHAR RRE, FUAT SRR A AR UL
TR, Xt b SIS IR RS R P RO SRR T BRI

A BB B AR, RAESERAERRSHIERETETERNSHE,
FRASEAFEEMNEARBN SR, HIAXEERERANTRT. BE. BF. K
EREXAYERIBE RN, WRBAHIE T B TSR LTSt .

4.1 R 5K

411 AR 5RN

Bk (Juglans mandshurica maxim) ¥ E B RIEHEKZELB KIS, 2T,
B 40-60 HEESIER. HASERARER S DER SIGMA 4814, HemmRARAY
Fy et

412 T EMNH

6890N-5973insert GC-MS XEEEM AT . av-300 Hir M BB HEILHR M E .
Magna560 {240 4h i (2E Nicolet 247 ). TU-1900 JULH LT WA AR
W R BANEARAR). LC2000 FARAGIEN (LBEREMENBER
27). Sartorius 28] MES G422~ HRF. JYR2-11D RESHEHARBE (7
BFRZEVRHERAERA ). RE-52A RERESR CANTTEBTELMEET).



FAbboll K8 LA T

42 FHk

4.2.1 HHRAHIEN
4.21.1 BEFERNBIR

FEERREUEEM: 20.0028 g, HA 250 mL #84F 0, M3 k%7 200 mL, #E 10 min
FFRSEE, T IY9R2-ID HESKARBHFATHESHEEY 10 min, RERASHRAL
B gG. BAEEMEN: 81k 1s, HB1s; BFEYEI0W, BELAHT 40 C.
4212 KESBEES

BEFRREBIESYE BB 500 mL EEA KR, R RE-52A EHKRBE
30—-100 CHEEARERE BEEREHELTA.

ERRTH: BEHEAOBENANEN, ZTHEN, E5TH, BIBEN
RBEE 18 mg, RNEBEK0.09% .

4.2.2 FFRRAE
4221 {FEEEH
(1) CEERERARMA

DHB=HTAES, ALEER, NOBESRERAREER ERF, &T, B
ZREMFHTEBEFEEEHEE.
(2) BHiAR

B _ESR¥EH 1 mL, B7E 10mL RAEF, #ns TELAEHR.
4.2.2.2 BREARLE

¥l 3 H B /8 A2 B4 MagnaIRS60E.S.P 1 B 41 4b ki {X, UL KBr R k4
P FE 4.
4.2.2.3 HRBHSH

%M. DB~ 17MS REMTFAIELE, HK 30 m, A% 025 mm, RE 025
um. SHERE 260 C, ESHAX, FHE | mL/min, HHER 1 pL SHHH 30:1.
RIGEE X 60 C, LL20 C/min FHETE 200 C, HLLS C/min FHEE 280 C, RE S
min. GC-MS ##E 290 C. '

i &AF: BEAEEIRTEE 70eV, BEFHRAM 230 C, AMEH: 15-260 amu
(RFREHA.
4.2.2.4 ¥R 'HNMR XS4

BEMETRAREY (CDCL) B, av-300 M EHREBILRNUE, AFHR
TMS.

423 B ERSEHR
4.2.3.1 BRMEKMEESHFERZEMLE
BRSSP BB ARKER 0.0517. 1293, 5.173. 10.35 1 15.52
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4 BoBERoR B BRI

pg/ml; FIEAET W4 e EEH, 7F 200~550 nm TWERSHT L ETHE: EELWBE
¥, FEEEERTIRKANRLE; RELHTOLE (A) SHRBRRERE (o
Rz, BHEERTRE.
4.2.3.2 HSMRERSMERIKERR
AHFHEOHE 0. 1. 3, 5. 10. 24, 48, 96 h (I RN AL MR,
£RBESORENE. 7 10 mL SHREIRER 1.894 pg/mL BH & H 5 HIMA R &R
R 5173 pg/mL MIFRAEEE 1.0. 1.5, 2.0 mL. &R SBARAES BAMI E 5 &0 2
W, ERERMINERIKE.
4.23.3 VSRRNESEUAKRANXER
FREUHE @ 2.0034 g, RERABSIEAEHNERSK, 8 50 mL F—1MED, ER
MK TMERLEE, EERECEERTHERSEALE LHEE A=0.0011, ¥4
RUMERE S, RIERAFBITELBSTARBARE M, CLEE o MEADHET
WSERE Vn AR, FMMERAERNE T v 8KEE, BRREGHELAAD
—F:
Ml+--+Mn
T HREAE
4234 HENPAREDNEPHRIBHNE
HERRFREUR BRI B 2 g, M 200 mL 3 /K¥EH, EABKEY 10 min; REHEYE
7 50 CTWERM, EAFT 1000 mL, BEHEMR. LEARREFRONE S E
R ERERRAIRERE. RiFtrEBEE AR EHGRMRRERAE, #mitR s
G Ty

4.2.4 BB AN
HAPRER E BRI ESI T B A Fe R .
RIS AR R & BRI E BN M E, HEETEARDT:
B H AR ER A B - AR AR i
LB AR S &

x1006% 4-—-D

HEE (%)= x 100% 4—=2

4.24.1 H:0,H)EMR

T kR RS 0.5 mL F 5 2 10 mL HERMEF, MAFRERN H0., AFE
K (E# 3: 1) EETZE, HORESHA 02 %, 06 %. 1.0 %. 1.2 %. 14
%, MEAEBHSR, BHEBXRE 6 h, BAUETHRESE, IHHHNBHRE
R,
4.2.4.2 Na,SO; FiBHtRRELHER

MEGASKER R S 05 mL F 5 R 10 mL FERAF, MATFEN NaSO; Bl
(JREE 02 %), APREK (BB 3: 1) EXZZE, NaSO; IKESHN 0.01 %,
0.02 %. 0.03 %. 0.04 %, 0.05 %, WESHHRBENSE, WHEEZEBLTHEG6,
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FRAL ARl K4 0 L 24 1R X
m

BRMEHAHES R, HidSEMNTLTEAHRAMSEE.,
4.24.3 ot 80 AW

R A BEER R BB 0.5 mL F 5 R 10 mL ZBM P, WMARREKLSE 80, AH
BK (EBIEE 3:1) BEEZE, HE S0 RESHN 2% 6% 8%, 10%. 12%, M
EHEESE. SHENE 15 d BFRECHERNTE, SdSENTIEARE
RFEREZE .
4244 ERMNZEMPHHRBEEEEARW

R HIBERAE R 0.5 mL F 10 mL AR, RAFBEEZZE, MEARE
REGE, HHRINE S KEBRUBHAMRENSE: B4R 0.5 mL AR
BT 4 HEFRLE, RGBS HTRE. EREAXT. BRENL (BX
8h) MAEZHME 15d, A 32 mL PEERE=K, BEEEE 10 mL, MEWRES
B, 5REEEELBITHEHARREME,
4.24.5 MEEHER

B AABEERAE A 25 mL F 5 2 50 mL ZEES, APRKEH (F8. K
=41) W, ALEAZAMMBERET PH ESHH 2. 4. 6. 8. 12, BEHRS
8 HEEHE, 3d. 10d. 4dEAHBERNEHRESE, TERHBRRE.
4246 REMNHESPPRRERENAEW

R AAEKRREE MIEH 2.5 mL F 5 R 50 mL ZBMEF, AFEMEEZE, MEH
HERTR: SEHEAAT 421°C, 24£1°C. 34£1°C. 44£1°C, 54+1CIE, 3d. 54d. 9
dv 14d. 19d EAMBNEARRAR, HEABRREE.

4.2.5 SR EEENR
4251 FHRMBERNOMFER

AHARBEEMNE, £% 04 mgml. 0.6 mgmL. 0.8 mg/mL. 1.0 mg/mL . 1.2
mg/mL APMABEBRE 48 h AMEBRAMAER. BRAFEIRIEAGHEZS
. Bl REMAEMBREGEDER 5 s EIY, BREZR/UM, BAKERT,
BAFEGBHREERARNE,
4252 HURINEEHENTR

KRB, ERR T AR MR, BREER. SRR R
(BER_BEHK), HA_BRBE (FHIKE 05 gL, 2XE ), METHK
BN AR R R BB R .

43 ZR5HSW

4.3.1 >R
4311 et
EETFEEGARN: BEEEREGRYE, RS EFBRESR.
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BREBTEAERRN, TELEFELAEXBNSRLLSYHEEIENREIEY
THEEN, #REREG, ERAMLEVELRN.

BOAR: REPERRL, ERARETSERERE. BARERRERLEE
BH2REGEENL, B, 4. RAEREG. HRRERRTHRENEDT:

OH O o 0 o o
O =0 — (0
_— _—

0 0
4.31.2 EREHART ae
160+
150+
1404
1304
# 1o
iy
£

BE2883888

¥ fem™!
B 41 PEHERHE S A s LT A i

PN AT A A T LM 2D R i%, 3 660 cm ~'~3 150 cm T IR O—H W4E
#&a); 3 066 cm™' ¥ HEF EREMN C — H MRS 1 642 cm ~' 26 % C=0 W4
Zh: 1598 em™'. 1452 cm ™" HEFFEEFEHBRKG 1226 em ™' H C — O WERRD,
750cm ™', 697 cm ™' HEHK L C—H MHME iR Z).

X MbR A S AL LSRR RT LUE Y, AYIRE T AR RS 0 L iR B
FRERY, HFESHEMLIMEBBLERE, EHTYEEREERMNILES
¥, TORLLIMRIK OB ENET, mWE2922 em "' 52853 cm ~ ' LHBIHERM C —
H HER v, HEME AP R EWRr 4.

4.31.3 {L3SARB S H

MPEYHAT GC-MS 247, HASEH 3 MLEY, LEYMERRIEERIE—{Lik
HH, REEFRELE 2. KooV Z#E GC-MS BEE B E A RBEERES
HAERENE. M, SSETEMNMLESH, £RAR 41,
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FAb kol K26 - #4018 3T

R4l FYRLEAR

e ZEHE/ min hemak S1A HMIE A
NO. Retention time compounds molecular % i3
‘ formula relative MF
. content

1 25.183 1. 4-2%#& 1,4-Naphthalenedione CioHeO2 0.704% 97

2 27.563 5-¥EH-1, 4258 5-hydroxy-1,4- CioHgOs 96.420% 97
Naphthalenedione,

3 30.044 T-BE -3, 4~ "%-1 (2H) -2 2875% 59
B  7-methoxy-3,4-dihydro-12H)- CH202
“naphthalenone

HE 42 REX | TUEYH, "HFETERST B H KR (Shydoxy-1,4-
Naphthalenedione), #H3 & EBAE 96.420 %. H4b 1,4- 28 (1,4-Na-phthalenedione )
W &8 0704 %, 7-FHE-34 —5-1-3% 8 ( 7-methoxy-3,4-dihydro-1(2H)-
naphthalenone ) XI5 & 2.875 %.

WA W, B EEREBRE ., KESWERE., fEREETEM T
FIfE., RIEEMBIBR AR SAKER .

1 3

y— v +-
0. o8 L . e

timin

M 42 UNBBE LN

4.3.1.4 ¥ 1H NMR X4

HIE 'H NMR BE 4-3 fros, 6411.9123 pIs B FTFHIRE, 547.64
BT AR S 22 8R5F | Co-Hy C3-H BN RTFIMES, oy 7.3 MHIAMAHEZERA [ Cr-
H. C+H MR TFHIRAHE, 6469 LHIEEERA - Co-H MIES, SXRRE—
B, ERTYREE SRR, 4-EREN.



4 BeBbiom g F i HERE A IR AR

) _ J —
g- F """ w o " s im¥§

K43 =Y HNMR B

4.3.2 B ER AR
4.3.21 BMFKeEFESREHRLE

FAPEBRARHERE B SR B A o] WA A 44 Bim. RHAKERKEHETH, 2
FHERS -, LN 251 om 5 335 nm &7 ERWIE, Bl TFofi3i
MM, 7E 335 nm LRIBBOIELHE R 426 nm &b, T H A B9 e B ik S Rk A KRR Y 45
e, HERTR, BKEFEDETOLEEESUTK, TURBKRAIRE, FU®ES
426-qm b A B 4 .

‘\-__“___ﬂdf,”’*_“—,\\“‘0]1
i i

250 300 350 400 450

Alnm
B 4-4 B BERRAR Fr B S 0L A1 LR FR Y A A R 1 T T ki
REASEFERARBEEEE B L ARERERE (¢) pgml” 5RALE
(4) KB HBH c=10.604 - 0.0001, r=0.999, 7FEHBKREN 0.0517~15.52 pg/mL
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BEHAGHEXRRE.
4.3.2.2 RRNBEE

B BRRkR B2 FE ORI 3] R A0 eT e T AR 44 FTR. Bk
BEHESBBE 10 h SRR E S ERAER RERALL, RILHEERRERER
0.8 %, BE¥RIF: HE24 h/)F 426 nm SBKPEE, 345 am LRE®mM, BE—4
BRI R 96 h S 426 nm AR K. HHUEET L, SISLERS BMMEIEIER
S 10 h AT,
4.3.2.3 HRMMEEYE

BB RBCh 10 mL, BSTERESER 1.894ug i, HmFERERY
FINFE 42 iR, 6 FEMBERIULE Y 99.6 %, HXHEHREN 1.15 %, HBESEL
M E AR S B RER.

% 42 BES PRI

PN - HHERMEEg  EEEIRE % Pk e
BrofE &t /g I/ % WE %
5173 5.058 97.8
5.173 5.099 98.6
7.759 7.821 100.8 99.6 115
7.759 7.766 100.1
10.35 10.35 100.0
10.35 10.38 100.3

4324 PHRENESBHAKRNHXR

—m—a—0
-
o

0 200 400 600 800 1000 1200
WM EB /ml
B4s HMERZLHBEREFNCATEE ¢
BAE 45 ATLIFE, ASRAEIEES D RARESMMEM, E8K 5%
FTE, XERAEBRNMEELEP, FOEHEP AR BB, REURERE
BEIRE, EEEEAERY 450 mL EERNESKEHLE - THAENBEDE, 1
WX EIIREE A 83 %, X—TBF19%E 100 EME L BAPRRIRIEAR L 18.44 %,
TG 78 H AR 1000 mL B 1130 mL fIZRE AP IRINEHZBUAT 1 %, HENUER
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4 Kbk M B P MR SR AL

1, FIaE@RBE AR 1000 mL &, SHHRARNEDED 9 %, FUATIRE
AT 0 1000 mL 1B HARE& A,
4.3.2.5 PARBNRES N

BB B 2 ok 4-3 Bim. EOURE ISR RE S B8 0.0933 %, 5
K EFARHARHERZE N 0.123 %, BEAZ LR E SR DL R i B T M E R R AT

43 WEDHBRRESH
/g A c/ugml”  MBEELRE D B% TFHEELSEY%  AREHERE%

20031 0.1753 1858 0.0928
20050  0.0787  1.894 0.0945
20020 00762 1.867 0.0933 0.0933 0.123
20045 0.1731 1.834 0.0915 ’
20061 0.1786 _ 1.892 0.0944
4.3.3 MBI B

4.33.1 H0, WMk EHLENEM

HE 4-6 MK 44 ALIEY, BE L0, KEMEMARRKHRAZRTRMES, |
02 %H0, RETHREZINE 6h /5, ABRMHMKEN 0, FREARERE, 7 1.4 %H0,
WKETHRERE6h /S, FABRHBEN3.10%. HRR\FARET — AL,

F 44 HO MY REETERIE W

H0 /% 02 0.6 1.0 1.2 14
HRE % 0 0.71 1.32 2.86 3.10
3.5
&
?a_ .
=
X
iﬁi .
=
7
0 0.5 1 L5
HAE/%
A 4-6 H,0, Xt MiBtARER E W

4.3.3.2 Na,SO, ¥ #HREEEHEN

&% 4-5 FOME 4-7 0] LUE B Na SO iERIHMm, #HRHEREAENETRES
R, 7 0.03 %N2SO KE THRENE 6 h /5, WBIERHMER KN 55.60
%. HERREAUBREERREIRE, EHELTERARN. BH NaSO: LHiT/E
SBLERE SN A] WL 4-8 FIRPREAT LA W, REBET 426 nm WMRKIEFLABEEER
Z351am &, RAHPHKBRIFERRETEL, ABRRETERRN.
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& 4-5 Na,SO, X} BRI E HE AT W
Na,SO; K&/ %  0.01 0.02 0.03 0.04 0.05
HRE % 42.8 50.65 55.60 52.02 45.83
60 : 0.8
L5501 //\’\
X w0
§ 30 !
§ 20
10
0 1 [ ——_ ———— e e
0 0.02 0. 04 0.06
WRE/% m
B 47 NapSO, AMRBEENER H 4-8 Na,SO; & FIJ5 IBLER UV-Vis % E

4.3.3.3 HE 30 %W

FALFIR E R/ R A RRERIBE. S DEMBENER, Ak
R EE R B WE B SR, B RS ZE ko B R E R
P, HREEENBAZTHE 80, HUXTELRLRE 0 MABEEHNEW.
ERET, BELR 80 MAEMNEN, 715 RARKRNHEEZEZH TR, FLRLE

Lotk 80 S hn A HHBERRBITH ML .
F4-6 R 30 X EHER IR R W
LR 80 IRIE 2% 6% 8% 10% 2%
MR 214 % 17.45 % 15.04 % 7% 1%
25 r
20 '
e |
205
z !
0t
=
5
|
0 i.._ —_— .. . A . 1
o 2 4 6 8 10 12 14

B 4-9 nhif 80 ¥ & DR M PR AR 2 AL W
4.3.3.4 FEWNPHSEBEEEN
tHE a-10 BIF 47 ATLAEH, FRTBESZABALRESOBBER M EHIE S
B 65.17 #6525, LLERARBHMERM 83.81 B/, EFREMAMKEERERKH
92.71 %, UAFEMARGTENEHBREEERDA 058 %, HETEF R EE 0 ARE
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HHZMZ. FRETUEASFENARREAEE, XBRPIRTELYNXHIR
g, LERETREZABERSHE.

®A4T FHEMAESREEEAER

NBERR, B 48 e HNERE S riictr B R
HHE % 65.17 65.25 8381 927 0.58

100
80 L [ |
go + F .&
40

AADLRR YW /%

26
0

1 2

4 5

3
HFERE
B1EE m2EN B8 OMAAESN B4RT @ SHERER

K 4-10 ERSEX BRI E T R
4.3.3.5 pH EXARBEEEMNTR
P 4-11 FIE 4-8 ATLAFH, pH EAXAGEREEEEWBA, 7 pH E0 4 18
PR RERD, POEREEE. BAEEREH EIOER, SHSMEHEEYD.
- #4-8 pH{EMSHREEHN TS

pH i 3K 16 X 14K
2 3% 7.46 % 7.89%
4 0.57% 0.82 % 0.84 %
6 9.56 % 19.67 % 21.86 %
8 3202 % 34.48% 3467%
12 24.88 % 44.87 % 3332%
60

RABLREN SR
S 8 &8 8

—
(= -]

S e e e
;

2 4 6 8 10 12 14
M

—o—3d —a—10d —— 14d

B 4-11- pH ExT ISR E PR
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4.3.3.6 REXNMRREEENEMN
HE4-12 IR 49 LUEN, BESH, SARETREE, 4CHE 19d AR
WMEN 297 %, H4THE 19 RARRHEER 1009 % . BEENENGERER, Btk
BHEZEmA.
# 49 REX HBREEENER

3d 5d 9d 14d 19d
4C 0.73 % (.80 % 0.86 % 097% - 297%
247C 3.19% 3.69% 435 % 4.15% 555%
34C 0.34 % 344 % 5.56 % 572% 6.41 %
4T 6.94 % 8.26% 853% 8.75% 10.09 %
12 ¢

\

ML R /%
S oo o
t

 ——. .4 - S —

0 5 10 15 20
| Bifa/d

—— 4T +é4t —a— 34T —0—44TC
4-12 B SREEERER

434 AR EN
4.3.4.1 AR BRROMEER

APk MR AR E R OR 4-10 FiR, SAREMESHREIEEBROMR
fEM, 7E48 h 3 1.2 g/L MIHIBEMET 5% BARAL R B2 IEFE T2 K 83.31 %.

F4-10  48h W HIHKEERT R AR A0 M % A

IR TEIC g-L" o] 0.4 0.6 0.8 1.0 12

KL TERIL % 0 2.06 354 45.6 68.75 83.31

KERCR-HBAKEZE S aE 413 Fin, HEHLEFENR
L=97.925C-31.316, & 75 48 h B HFEF K& LCse=0.83 g/L.
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100

90
?g i y = 97.925x - 31.316
* | R = 0.9717
‘ﬁ' 60
i1 50 -
'ﬁ H
% 0
P 30
20
10
o ‘l L ' —a )l o —— - - L f e mw
0 02 0.4 0.6 0.8 1 1.2 1.4
Pk 4o g-L’l
B 4-13 48 h N & BERZT SR R AT AR 1 Y
4342 RIEMNDEEN

WRFERER, 0.50 gL' MFRRER IR, B R AT 2
FRFHMEER, MEBERSE 2.0 cm LLE, P a08ABRERZ M 0 H55 0 B K30
HIRE K 0.0625 gL

414  SIEEEXTHRY SR E AR 4-15 3R R e S R AL AR E AR
44 XF NG
(1) ZEDEHHEENEH, RhhBdEEEFHRE., KESRERE.
RO ERERTHERANEE. RENTERMAHNRSAROECRET-NANE. T
EYRERERMNEESYTSERBRERR, BEARRVURTEERERELS
P B NHEM T RAFYRERERBRNFHFERK. GC-MS ¥4

HFEBERS AR, 14 ERET-FEE34_B-1-B8, H—HBEcBERA~YD
ﬁﬂﬁl&ﬁﬁ;ﬁ 96.420 %. ‘
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() RASRABERETEEHKN EFHAKBNSE. FRAEREH: Rk
A 426 nm, BB RETHIMASESE S 0.0933 %, EEHR, GUEA SRS R
HE 10 h HEEERE: MERKERY 99.6 %; SXEEMEHIRNSELERE
B, HiLEBRSHIT.

3) BEALRERH, ARRETERANEAERBNRTEERE, IRRERN
RAFEREEREAFERE, EAKBEBRPHRMLE 80 T4 AR ®E,
pH{E% 4 BB ERRE, BEFENAH GRS,

(4) EYFEEIHR\ASRERFOARRIME LR, PRBEYSSRMAR
FEPIRETE 48h A% 0.83 /L. 0.5 g/L AUSABLERITZ# RS . B2 i FIAS TR ks
HRBHRFOMEAER, WEHEEEREE 2.0 cm Bl E, HPoHBRES BRI R
BRI K E B A 0.0625 g/L.



g#it

it

(D) BB EZEERYAZERIDHAmEE. S8, 2RZBE08
RKAMBAFRAEBE, HPEHGAABEMREHLESEABRBRTERS, X%
R BEEZMKBERE M, MR EARRME, T SEARENRRERENNE,
AN RMSHE RETHREGRERFEERN, FERFLHEEBHERK.
EHEBAIMZ R Z BB R BN B E RS M E RS, BRI,
BT RAHR. BRI RR=RARENLEKETREFOMEER, ZEENDAAEN
MR EE MR, ARBEIAEN SR ETRANEHER, KXPatifz
B BRI s R 1 B IR I AT 2 3.125 mg/mL, BT AL R BLES
ERHELZMIBEIIR BT FInE R,

(2) RALFEENBHRR 2B ZBRENENER M #TRL, FRERZIMIE
ERMTEEMINET ., EMEA. BFEE. A, BEE, THESHILR, A5ER
RIHE, GC-MS A EHMABEST 14 LY, & 2KMIBEFEDHEN 94.61 %,
TERRKAOUEDA 123- 558, 5-BR-14-FHEN 7-F82-1-NEEH, SESY
A 4231 % 1233 %. 11.26 %; GC-MS BRRAS VI A LS EBHETE 13 PiLE
B, SRGFELRMK 9404 %, SEBRMUSYE 5-BR-14-B8, HEHERHEN
36.65 %:; TLC #rE-HPLC Ml — P iEAE N ZRZEBENMFTH ST LYET
YRR,

(3) HBFREN. ¥RENAERE KRN =F 7 IE R £ B AR,
RT3 ABLER & R B E 4 KR 0.00131 %. 0.00126 %. 0.00111 %. BFE#
FRENR IR, AR RVE T LT DU BB B P IR S A B RR . GC-MS EXA 4
W B RREG= Y P SRk RRAT R & BIE T 96.420 %. FH PN LETRER ZARMN,
WEAK. MIHasxiE. 'H NMR SEFERNAMERT ARBHSHET. ©5
Wik 426 nm &, RAMECAEEHM SRR SE, HFERESIT, &RER,
FERIEEEIRER S 99.6 %, ERMRY: SMARENEZAHEEPHANESE
1 0.0933 %, 5 HPLC B4 R

(4) Bz, HRRARENAALERKSENRERYE, DEARR
FEMBRERES THE, 7EABERTRMTLE 80 &M maAARMTEEE, pH EY
4 WEBEEREE, BEATMARRNEEEM. LEEs iR PR E RN
AEMMEERE, HOEATREBERARBIEPIKET 48 h A4 0.83 g/L. 0.5. g/L HH
BB R R . MWL ERARFRERTERFONEER, WERERRE
2.0cm ELE, ZHA BB AR BRIV ik 0% 0.0625 g/L.
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