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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=128K SW=19998 O1=6792 PW=13.0 AQ=0.406 RD=0.40 NS=1241 SR=0.00 TE=297K 14 September 2014 Opr: Homutova Yu.A.; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C}DEPTI135 SI=128K SW=15120 O1=6037 PW=13.0 AQ=2.162 RD=2.00 NS=27 SR=0.00 TE=300K 12 October 2014 Opr: Homutova Yu.A., Solv: CDCI3;
~

=
] .

© /ILDT ny036.302

>

’.§- o~

= =] 0 @ W i o w© NO o ~
:.i_‘ s . r—\ w 47 [Te} -~ [=NTs] r(i rp:
< OCH ~ q‘\ N o 7o) ™ © o~ S [
g 3 iy -l ~ w wn < ™ NN N —
S ||

c I

5 |

Z |

5 ’ \

< 7 ONo,

=]

g- \\‘ O/N

8

]

%

s 2e

| i | RER \ \ \ \ ) | \ ‘ REEE
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 rpm




© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=21.69 MHz {14N} SI=8K SW=23807 01=9310 PW=10.0 AQ=0.083 RD=0.05 NS=1730 SR=7317.05 TE=297K 21 September 2014 Opr: Homutova Yu.A.; Solv: CDCI3;
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Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=300.13 MHz {IH-13C}HSQC SI=1024x128 SW=2401 O1=1201 PW=15.0 AQ=0.305 RD=1.00 NS=4x60 SR=27.63 TE=298K 14 September 2014 Opr: Homutova Yu.A.: Solv: CDCI3;

/ILDT ny036.301
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© Zelinsky Institute of Organic Chemistry, Moscow: Bruker AM300 SF=300.13 MHz {IH-1H}COSY SI=512x128 SW=1501 O1=900 PW=6.8 AQ=0.296 RD=1.00 NS=4x48 SR=0.00 TE=298K 14 September 2014 Opr: Homutova Yu.A.; Solv: CDCI3;
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1.352 RD=1.00 NS§=1 SR-0.00 TE=300K 14 October 2014 Opr: Daeva E.D.; Solv; CDCI3;

300,13 MHz {TH] ST-16K SW-6010 012401 PW-9.0 AQ
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=128K SW=19998 O1=6792 PW=13.0 AQ=0.406 RD=0.40 NS=390 SR=0.00 TE=298K 5 October 2014 Opr: Homutova Yu.A_; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C}DEPT135 SI=128K SW=15120 01=6037 PW=13.0 AQ=2.162 RD=2.00 NS=24 SR=0.00 TE=299K 5 October 2014 Opr: Homutova Yu.A
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=21.69 MHz {14N} SI=8K SW=23807 01=9310 PW=10.0 AQ=0.083 RD=0.05 NS=2361 SR=7317.05 TE=298K 5 October 2014 Opr: Homutova Yu.A.; Solv: CDCI3;
-3
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Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=300.13 MHz {IH-13C}HSQC SI=1024x128 SW=2401 01=1201 PW=15.0 AQ=0.305 RD=1.00 NS=4x48 SR=27.63 TE=299K 12 October 2014 Opr: Homutova Yu.A.; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=300.13 MHz {IH-1H}COSY SI=512x128 SW=1501 O1=900 PW=6.8 AQ=0.296 RD=1.00 NS=4x48 SR=0.00 TE=299K 12 October 2014 Opr: Homutova Yu.A.; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=128K SW=19998 O1=6792 PW=13.0 AQ=0.406 RD=0.40 NS=218 SR=0.00 TE=298K 5 October 2014 Opr: Homutova Yu.A_; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C}DEPT135 SI=128K SW=15120 01=6037 PW=13.0 AQ=2.167 RD=2.00 NS=41 SR=0.00 TE=300K 5 October 2014 Opr: Homutova Yu.A.; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=21.69 MHz [ 14N} SI=8K SW=23807 01=9310 PW=10.0 AQ=0.086 RD=0.05 NS=4668 SR=7317.05 TE=298K 5 October 2014 Opr: Homutova Yu.A.; Solv: CDCI3;
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2401 PW=9.0 AQ=1.351 RD=0.00 N§=1 SR=—4.17 TE=302K 26 April 2015 Opr: Homutova Yu.A.; Solv: CDCI3;

300.13 MHz {1H} SI-16K 8W=6010 01
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=128K SW=19998 O1=6792 PW=13.0 AQ=0.406 RD=0.40 NS=463 SR=0.00 TE=302K 26 April 2015 Opr: Homutova Yu.A.; Solv: CDCI3;
~
=
&
= /ILDT ny080.501
N
o r~ - Mo
’g_‘- m n @ o~ NN O w0 ™ o w
Y : oW~ W =} o o
= ) ~ n o w® Tk wow . s .
= 0 < Mm NN ~~wn o o I [TolTe}
= s — - ~ 3l ol gl o e w0 m NN
- J |
o | | \\]/ L
§ il \/ ¥l
& 1y \/ i
g \ | [
5 \
§ 0
3
¥
5
5 O
2
E
: 7~ TONO,
N
Hc” o
CH;

il R L Lk R W B A L T i ] I I B
170 160 150 140 130 120 1409 100 90 80 70 60 50 40 30

20

10

pPpm




© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C}DEPT135 SI=128K SW=15120 O1=6037 PW=13.0 AQ=2.162 RD=2.00 NS=56 SR=0.00 TE=303K 26 April 2015 Opr: Homutova Yu.A.; Solv: CDCI3;
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Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=21.69 MHz {14N} SI=8K SW=23807 01=9310 PW=10.0 AQ=0.083 RD=0.05 NS=64 SR=7317.05 TE=299K 17 May 2015 Opr: Homutova Yu.A.; Solv: CDCI3;

/ILDT ny080.501
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2 Zelinzky Institutz of Orgamic Chemistry, Moscow; Bruker AM3I00 5F=300.13 MHEz {1H} 5I=16K 5W=48010 01=2401 PW=93.0 AQ=1 332 ED=1.00 N5=1 5R=—001 TE=297K 135 September 2014 Opr: Daeva ED.; Solv: CDCI3;

/TLDT NY039.301
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=21.69 MHz {14N} SI=8K SW=23807 O1=9310 PW=10.0 AQ=0.083 RD=0.05 NS=1600 SR=7317.05 TE=298K 5 October 2014 Opr: Homutova Yu.A_; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF
/ILDT ny049.601
9.5

Tie Best Applied NMR! On—Line: “hitp:/nmr.ioc.ac.ru:8080"




© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=128K SW=19998 O1=6792 PW=13.0 AQ=0.406 RD=0.40 NS=287 SR=0.00 TE=302K 23 November 2014 Opr: Homutova Yu.A_; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C}DEPT135 SI=128K SW=15120 O1=6037 PW=13.0 AQ=2.162 RD=2.00 NS=53 SR=0.00 TE=303K 23 November 2014 Opr: Homutova Yu.A.; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=21.69 MHz {14N} SI=8K SW=23807 O1=9310 PW=10.0 AQ=0.083 RD=0.05 NS=629 SR=7317.05 TE=300K 30 November 2014 Opr: Homutova Yu.A.; Solv: CDCI3;
-3

/ILDT ny049.601

-46.94

Br |

PUIT-HO YN paiddy jsag 2]

2j

L0808 oD 01wy diy,

\ T T T T T T T \ \ T \ T T
350 300 250 200 150 100 50 0 =50 -100 =150 -200 =230 -300

\
-350

ppm




oLt

2500

[94] @ouenIWSURL |

,,,,, (0] 2]
—— 806}
9/.62
)
=
o
—Z
o
Vel ﬁ
: — 695¢
o
I | T T
001 06 08 0L 09

500

1000

1500

2000

3000

3500

Wavenumber cm-1

09.06.2015

KBr,1/100.

NY-049

D:AEDL\NY-049.0




/ILDT NY074.601

HsCO

AISO§RAI0 205G, SUTT-0G (YN PR 1598 ] o
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=128K SW=19998 01=6792 PW=13.0 AQ=0.406 RD=0.40 NS=108 SR=0.00 TE=299K 12 April 2015 Opr: Homutova Yu.A.; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C}DEPT135 SI=128K SW=15120 O1=6037 PW=13.0 AQ=2.162 RD=2.00 NS=43 SR=0.00 TE=299K 12 April 2015 Opr: Homutova Yu.A.; Solv: CDCI3;
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Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=21.69 MHz {14N} SI=8K SW=23807 01=9310 PW=10.0 AQ=0.083 RD=0.05 NS=128 SR=7317.05 TE=299K 12 April 2015 Opr: Homutova Yu.A.; Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 5F=300.13 MHz {IH} SI=16K SW=6010 O1=2401 PW=0.0 AQ=1.351 FD=1.00 N5=2 5F=-1 46 TE=199K 30 August 2015 Opr: Homatova Yo A, Selv: CDCI3E;

/ALDT ny058.501
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2 Zelinsky Institute of Ovzanic Chemizty, Moscow; Bruker AM300 5F=75.47 MEz {13C} SI=128K SW=19988 Q1=6792 PW=13.0 AQ=0.406 RD=0.40 IN5=63831 SF=0.00 TE=295K 30 August 20157 Opr: Homwtova Tu.A.; Solv: CDCLE
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Zalinsky Instimute of Organic Chemmisery, Moscowr; Bruker AM300 5F=300.13 MHz {IH-1H}COSY 5I=31Ix512 5W=1501 O1=060 PW=53 AQ=0106 FD=1.00 NS=2x52 SR=1 37 TE=208E 6 Septamber 2015 Opr: Homurova Yo A Solv: CDCIE;
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O Zelinsky Instimte of Organic Chemistry, Moscow; Bruker AM300 SF=300.13 MHz {1H-13C}HSQC 5I=1048x2023 SW=3001 01=1501 PW=15.0 AQ=0.242 RD=1.00 NS=2x50 SR=17.63 TE=288K § September 2015 Opr: Homuiova Tu.A.; Solv: CDCI3;
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2 Zelinsky Institute of Orzanic Chemishy, Moscow; Bruker AM3I00 SF=21.6% MH= {141} 5I=8K 5W=23807 01=5310 PW=10.0 AQ=0.083 RD=0.05 N5=2553 SE=T317.05 TE=25TK 6 September 2015 Opr Honntova Yu.h ; Solv: CDCI3;
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& Zalinzkv Institute of Organic Chemizty, Moscow; Bruker AM300 5F=300.13 MHEz {1H} 3I=16K 5W=8010 01=2401 FW=0.0 AQ=1 332 ED=1.00 I5=1 SE=0.01 TE=301K 24 December 2014 Opr: Dasvz ED; Solv: CDCI3;
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2 Zelincky Institute of Orgame Chemistry, Moscow; Bruker AN300 5F=300.13 MHEz {1H} SI=16K SW=6010 01=2401 FW=2.0 AQ=] 351 ED=1.00 V%=1 SE=-1 46 TE=301K 13 March 2013 Opr: Homutova Tu.A,; Solv: CDCI3;
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2 Zelinzky Institute of Ovgame Chemistiy, Moseow; Bruker AMI00 5F=75.47 MHz {13C} 5I=128K 5W=]19958 Q1=5751 PW=13.0 AQ=0406 ED=04015=376 SE=0.00 TE=301K 13 March 2015 Opr: Homutova Tu.A.; Seohn: CDCI3;
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2 Zelinsky Institute of Orzanic Chemistry, Moscow; Bruker AM3I00 SF=55 63 MHz {295:}INEPT SI=123K SW=11%05 O1=0 PW=16.0 AQ=2746 RD=1.00 N5=30 5F=5.21 TE=301K 15 March 2015 Opr: Homutova Tud; Seolv: CDCIE,;
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& Zelinsky Institute of Orzanic Chemistry, Mozcow; Bruker AM200 SF=21.69 MH= {1417} SI=8K SW=23807 01=5310 PW=10.0 AQ=0.083 RD=0.05 N5=272 SE=7317.05 TE=301K 15 March 2015 Opr: Hommtova Tu A ; Selv: CDCIE;
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& Zelinsky Institute of Orgamic Chemistry, Moscow; Bruker AM300 SF=300.13 MHz {1H} 5I=16K SW=6010 01=2401 FW=0.0 AQ=1.351 ED=1.00 N5=1 5R=-1

/ILDT ny083.201

A6 TE=298K 26 July 2015 Opr: Homutova Yu.A.; Selv: CDCI3;
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£ Zalinsky Institute of Organic Chemistry, Moscow; Bruker AM3I00 5F=75 .47 MHz {13C;DEFT135 5I=128K SW=15120 O1=6037 FW=13.0 AQ=2 162 FD=2.00 N5=13 5F=0.00 TE=298K 26 July 2015 Opr: Homutova Yu A ; Solv- CDCI3;

/ILDT ny083.201
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T Zelindky Tnstitute of Orzamic Chemishy, Moscow, Bruker AN300 SF=21.68 MHz [13N] SI=8K SW=13807 O1=3310 PW=10.0 AQ=0.083 RD=0.05 No=147 SE=7317.05 TE=108K 36 July 2015 Opr. Homutova Yu A Solv COCD;
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© Zelinsky Institute of Orgamc Chemustry, Moscow; Bruker AM300 5F=300.13 MHz {1H} 5I=16K SW=6010 01=2401 PW=9.0 AQ=1.352 RD=1.00 N5=2 SR=—1.46 TE=300K 1 March 2015 Opr: Homutova Yu.A.; Solv: CDCl3;

/ILDT ny061.501
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2 Felinsky Institute of Organic Chemisty, Moseow; Bruker AM3I00 5F=75 47 MHz {13C} 5I=128K 3W=19958 O1=67%2 PW=13.0 AQ=0.406 ED=0401N5=83 5F=000 TE=300K 1 March 2015 Opr- Homutova Yu.A ;

Solv: CDCI3;
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© Zelinsky Instimte of Organic Chemistry, Moscow, Bruker AM300 SF=75,47 MHz [13C}DEPT135 SI=128K SW=15120 01=6037 PW=13.0 AQ=2.167 RD=2.00 N3=47 SR=0.00 TE=J0IK 1 March 2015 Opr, Homutova YuA.; Solv: CDCI3;
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& Zelinzky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=21.6% MHz {14} SI=8K SW=23307 O1=5510 PW=10.0 AQ=0.083 FD=0.05 N5=217 SR=T317.05 TE=301K 13 March 2015 Opr: Homutova Tu.A.; Solv: CDCI2;
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2 Zelinzky Institute of Orzamic Chemistry, Moscow; Bruker AM300 5F=300.13 MEz {1H} 5I=16K 5W=8010 O1=2401 PW=0.0 AQ=1 352 ED=1.00 N5=2 SE=-1 46 TE=302K 23 November 2014 Opr: Hommutova Yu.d ; Sebr: CDCI3;
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& Eelinsky Institute of Orgamc Chemustry, Moscow; Broker AM300 SF=75 47 MHz {13C} SI=128K SW=19998 O1=6792 PW=13.0 AQ=0406 RD=0.40 N5=486 5R=000 TE=302K 16 November 2014 Opr: Homutova Yu.A; Selv: CDCI3;
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2 Zalincky Institute of Orgame Chemustry, Moseow; Bruker AMI00 SF=300.13 MH= {1H} 5I=16K SW=56010 01=2401 PW=9.0 AQ=1 351 ED=0.00 N5=1 5R=—4 17 TE=300K 19 Apnl 2015 Opr: Homutova Yu A ; Solv: CDCI3;
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2 Zelmsky Institute of Orgame Chemistry, Moscow; Bruker AW3I00 5F=75 47 MHz {13C} SI=128K SW=1995%8 O1=6752 PW=13 0 AQ=0.406 ED=040 N5=719 SE=000 TE=295K 12 Apnl 2015 Opr: Homutova Yu A ; Solv: CDCI3;
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@ Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz [13C|DEPT135 5I=128K 5W=13120 01=6037 PW=13.0 AQ=2.167 RD=200 N5=38 SR=0.00 TE=300K 12 April 2015 Opr. Homutova Yu.A.; Solv: CDCL;
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2 Zelinsky Institute of Orgame Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} 5I=128K 5W=199%8 Q1=6752 PW=13.0 AQ=0.406 RD=0.40 N5=178 SE=0.00 TE=299K 12 Apnl 2015 Opr: Homutova Yu A ; Solv: CDCI3;
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@ Zelinsky Institute of Orpanic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz [13C|DEPT135 51=128K SW=13120 01=6037 PW=13.0 A()=2.167 RD=2.00 N3=63 SR=0.00 TE=300K 12 April 2015 Opr. Homutova Yu.A.; Solv: CDCI3:
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& Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 5F=300.13 MHz {1H} SI=16K SW=6010 O1=2401 FW=2.0 AQ=1 332 RD=1.00 N5=2 SR=-1.46 TE=298K 26 July 2013
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£ Zelinsky Institute of Organic Chemistry, Moscow; Broker AM300 5F=75 47 MH=z {13C} IMOD SI=32K 5W=18114 01=8301 PW=12.0 AQ=0501 ED=1 30 N5=231 5E=—4 93 TE=208K 23 Tuly 2015 Opr: Daeva ED.; Selv: CDCIE;
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2 Zelinsky Institute of Organie Chemizty, Moscow; Bruker AMI00 5F=300.13 MEz {1H} 5I=16K SW=6010 01=1401 PW=0.0 AQ=1.332 ED=1.00 %=1 5F=0.03 TE=304K 24 March 2013 Opr: Daeva ED.; Solv: CDCL3;
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£ Zelinsky Institute of Orzanic Chemishy, Moscow; Bruker AM300 53F=75 47 MHz {13C} SI=128K 5W=12998 O1=6752 PW=13 0 AQ=0408 ED=040 N5=372 SFE=000 TE=298K 5 Apnl201% Opr Hemuteva Yo A Seh- CDCI3;

= )
% /ILDT 1v044.501
-
EE [7§] W o -
£ o JERERENCRE 358G “ ik Ea
= @ qaaaq R 5 54 a5
)
3 ~OoCc(OH |
§ N
© HC ToH “oH
I
j 5a
g
|
|
|
|
|
| h |
bl i m M i
| | | ALl AL A L T b P LA
200 190 180 170 160 150 140 130 120 110 100 an 80 70 &0 50 40 30 20 10 0 prm




© Zalinsky Institute of Organic Chemistry, Moscow, Bruker AM300 SF=T5.47 MHz {13C|DEPT135 SI=128K SW=15120 O1=6037 PW=13.0 AQ=2.167 RD=2.00 N8=153 SE=0.00 TE=299K. 3 April 2015 Opr. Homuiova Yu. A Solv: CDCI3;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 5F=300.13 MHz {1H} 5I=16K 5W=7300 01=2401 PW=5.0 AQ=1 083 RD=3.00 N5=1 SE=5.68 TE=300K 26 Jume 2015 Opr: Strachkova M.L; Selv: CDCI3;
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2 Zehnsky Institute of Orgamic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 FW=10.0 AQ=0.901 ED=1.00 N5=462 5E=-3.55 TE=298K 30 Jume 2015 Opr: Daeva ED.; Solv: CDCI3;
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2 Zelinzky Institote of Organic Chemishy, Moscow; Bruker AR300 SF=300.13 ME= {1H} 5I=16K SW=8010 01=2401 PW=0.0 AQ=1 332 ED=1.00 %=1 58=0.01 TE=298K 7 May 2015 Opr: Dasva ED.; Selv: CDCI3;

/ILDT SA1941.101
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MS-spectra (EI)
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2-(Trimethylsilyloxyimino)ethyl nitrate (2m). Yield: c.a. 15% (procedure iii, determined by 'H NMR with internal standard). Characterized in reaction
mixture containing 2m (18%), [(trimethylsilyl)oxy]acetaldehyde O-(trimethylsilyl)oxime™ (23%) and unidentified products by '"H NMR and GC-MS. Mixture
of E/Z-isomers, ratio 1.2 : 1. "H NMR (CDCls, 300.13 MHz, E-isomer): 5.06 (d, J=5.5 Hz, 2 H, CH,ONO), 7.56 (t, J=5.5 Hz, 1 H, CH). "H NMR (CDCls,
300.13 MHz, Z-isomer): 5.28 (d, J = 3.7 Hz, 2 H, CH,ONO»), 7.02 (t, J = 3.7 Hz, 1 H, CH). FTIR (thin layer): 1633 (s, ONO,). MS (EI): m/z = 192 (1) [M]",
177 (70) [M—CHs]", 130 (80) [M-NOs]", 116 (80) [M—CH,ONO,]", 76 (20) [CH,ONO,]", 73 (100) [(CH3)3Si]".

* A. A. Tabolin, A. V. Lesiv, Yu. A. Khomutova, P. A. Belyakov, Yu. A. Strelenko, S. L. Toffe, Synthesis, 2005, 1656-1662.
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MS-spectra (EIl)
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Methyl 5-(nitrooxy)-4-(trimethylsilyloxyimino)pentanoate (20). Yield: c.a. 10% (procedure iii, determined by 'H NMR with internal standard).
Characterized in reaction mixture containing 20 (16%), methyl —5—[(trimethylsilyl)oxy]—4—{[(trirnethylsilyl)oxy]imino}pentanoateT (24%) and unidentified
products by '"H NMR and GC-MS. Mixture of E/Z-isomers, ratio 2.3 : 1. '"H NMR (CDCls, 300.13 MHz, E-isomer): 0.18 ((CH3);Si), 2.54-2.71 (m, 4 H, CH,-
CH»), 5.07 (s, 2 H, CH,ONO,). Characteristic signals of Z-20: 5.30 (s, 2 H, CH,ONO,). FTIR (thin layer): 1740 (s, C=0), 1641 (s, ONO,). MS (EI): m/z = 263
(5) [M—CHj3], 76 (15) [CH,ONO,]", 75 (100) [(CH3),SiOH]".

T A. A. Tabolin, A. V. Lesiv, Yu. A. Khomutova, P. A. Belyakov, Yu. A. Strelenko, S. L. Toffe, Synthesis, 2005, 1656-1662.
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X-Ray of Nitrate Ester 29

Fig. S1. General view of the compound 29 from X-ray diffraction data.

Crystallographic data: Crystals of 2g (C;4H;sN,O6, M = 310.30) are triclinic, space group P-1,
at 120 K: a = 5.1957(4), b = 12.0390(9), ¢ = 12.8927(10) A, 0. = 112.826(2), B = 90.743(2), y =
102.195(2)°, V = 722.48(10) A°, Z =2 (Z’ = 1), deaic = 1.426 gem™, p(MoKa) = 1.13 cm™,
F(000) = 328. Intensities of 8717 reflections were measured with a Bruker SMART APEX2
CCD diffractometer [A\(MoKa) = 0.71072A, w-scans, 20<58°], and 3824 independent reflections
[Rint = 0.0253] were used in further refinement. The structure was solved by direct method and
refined by the full-matrix least-squares technique against F* in the anisotropic-isotropic
approximation. The H(C) atom positions were calculated, and they were refined in the isotropic
approximation within the riding model. The refinement converged to wR2 = 0.1493 and GOF =
1.009 for all independent reflections (R1 = 0.0442 was calculated against F for 3020 observed
reflections with I>2c(I)). All calculations were performed using SHELXTL PLUS 5.0.
[Sheldrick, G. M. SHELXTL v. 5.10, Structure Determination Software Suit. Bruker AXS,
Madison, Wisconsin, USA].

CCDC 1419082 contains the supplementary crystallographic data for 2g. These data can be
obtained free of charge via http://www.ccdc.cam.ac.uk/conts/retrieving.html (or from the CCDC,

12 Union Road, Cambridge, CB21EZ, UK; or deposit@ccdc.cam.ac.uk).
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UV titration of Cr(NO3)309H,0 solution in THF with bis(oxy)enamine 1a solution in

CH.CI,
CH, UV-titration
Cr(NO3)3*9H20 + > I ON02
. NG
(THF solution) HsC (0] 0Si(Me)3 H3C O’N
CH3 CHs
CH,Cl;, solution
415-417 nm
571-578 nm
]
Amount

of bis(oxy)enamine

196.0mm  ( 100/div) 1108.8m

1,004 |
, [Cr(H20)6]*"  Cr(NO43)5*9H,0
(0.0375M in H,0)
(0,200 |
/div} |
-0,014 e N .
190, 0nm ( 100/div)  1100,0nm
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